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ORGANIC PACKAGE REVIEW CHECKLIST
METHOD: 3270C

Initial Date

Case Narrative and/or Nonconformance Reports < ,
- Case Narrative / Analyst Comment Sheets.............ccccociiii, /Rf K H/b@/ (3
Nonconformance / Noncompliance Reports (if applicable)..........cccccoomnniiiiicciinnn, 1 4
Chain-Of-Custody Information ¢ ‘
Copies of griginal Chain-of-Custody Forms%k ///‘9(?//5
Cooler Receipt Form and Airbills.......... e a ettt e e re e be e ' ‘ |
Phone Messages (If applicable) ... 4 i
SAMPIE FOIM 1S oottt en s, W&:% [fpol 3
QC Summary Forms \
Formné (Surrogate Summary, if applicable)..........c.cccooiiiii . iﬁ:‘!& )//9‘5)/1%
Form 3 (Spike and/or MS Summary, if applicable) ..., J
Blank Form 1(s) & Form 4 (Blank Summary, if applicable)............cccovvveviviriiiies |
Form 8 (ISTD Area Summary, if applicable).........cc.cccoviiiiiiiniie e — L
Sample Preparation Information (if applicable) ) ‘
Total Solids Determination (If applicable)...........ccccoviiiiiiiiii e, m [//30}//5
Extraction Log (If @ppliCabl)..........co.coiiioiiieieierieee ettt [
Extraction Notebook Pages (If applicable) ..........cccoceveriiriiii e ’
Spiking Solutions NoteboOK Pages ........cooiiiiiiiiiieii e |
MIS/MISD'S ... iiitei e e e ettt e e e et e e ettt e e e e r e e e s e s a e e e e e nba e sbr et teaas
SUIMOGAE/ISTIS ...ttt sttt e e e e e e e e e st e e e s se e aeaens
Spiking Solutions Certificates Of ANAIYSES........ccvvvviiveiiiiiiiii e
IS MO .ttt e et e a e e e ettt e e e e e aar e e e re e e e b aaeans
S TU el b= 1 C= T S I = T PSPPI
Certificates of Analysis (VENAOI) ........oooiiiiiiiiiciere s < _—
Standard Preparation Information i
Instrument Logs/Analysis Notebook Pages..........coo oo, (?ER ) ,/9@/ / 3
Certificates of ANAlYSis (VENAOT) .........cooeuiiireeeee oo eeeree e se e o N
Analytical Run Number 1 ,
! Calibration INformation.......ccocovviiiiiiiie e "Pﬂ “/‘9@/[3
TUNE Dat@ ottt ) ’
Initial Calibration.............coooiiiiiiiii s
Continuing Calibration ...
Instrument Logs/Analysis Notebook Pages...........ccooieiiiii e,
Biank/Sample/Field QC Data ..........cooviiiiiiiiriiiireeeiii e ens s eea s siees ~
Analytical Run Number 2 (if required -
d Calibration lnformati(on....c.I ......... ) .................................................................................... g,' A\ H/«?@//B
TUNE Data it e e et aer e e e e e n e
Initial Calibration........... ..o
Continuing Calibration ...........ccciiiiii
Instrument Logs/Analysis Notebook Pages...........ccooc v
Blank/Sample/Field QC Data ............cooviiiriiiiiiii ettt aee s —
Rev. 1.0

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C Page 3 of 283




ORGANIC PACKAGE REVIEW CHECKLIST (Continued)
METHOD: SA70C

Initial Date
Analytical Run Number 3 (if required . ‘
d Calibration Informati(on....o.I ......... ) .................................................................................... /l///i*
TUNE Data ..o e et e e e ereae 4
INItiAl CAIDIALON. ... ’
Continuing Calibration ............ccccc i
Instrument Logs/Analysis Notebook Pages........ccccvviriieiiiiiiiirirr e
Blank/Sample/Field QC Data ..........cccooiiiiiiiiiiii e e —

Analytical Run Number 4 (if required
! Calibration Informatif:n....c.l ......... ) ........... e e e e e e e e e —aeraetre e e e e iraaeeaaea /V/A\
TUNE DALA ...ciiiieiiie ettt et e et e s st e et te e b e b et esee )
INitial CalibratioN.......cc..ueeieriirire e
Continuing Calibration ............coo oo
Instrument Logs/Analysis Notebook Pages.........cvuvvvviiiiiiiiiiiiiieir e,

Blank/Sample/Field QC Data ..........cccooviiiiiiiiiiiiiee e l

Analytical Run Number 5 (if required
! Calibration Informati(on....(? ......... ) .................................................................................... /(///L
TUNE DALA ..ottt e n b e s
Initial Calibration..............oooiiiiiii e
Continuing Calibration ............coooviiiiii
Instrument Logs/Analysis Notebook Pages...........cueviiiiiiiiiiiiiieice e
Blank/Sample/Field QC Data ..........cooveeeiiiiiiiie et e L

Analytical Run Number 6 (if required)
Calibration INforMatioN .........cciviiiii e et e ee e rereraas e aren /\///4

TUNE DAta ..o et a s
Initial Calibration...........iiiiiie e
Continuing Calibration..............cociiiiiiiie e
Instrument Logs/Analysis NotebooK Pages.........ccccvveriiiiiiiiiinin e
Blank/Sample/Field QC DA ................oveeeeereeeeeeeseeeeeeee e eee e ee e e

Example Calculation 7 —
Example Calculation SNEet...........coovvvvvvnrnirrerearrinnicean, SOOI @l:% 1[99/13

Miscellaneous Additional Data (if applicable)..................... s ' ‘] E"}L\ HZQO[ 3
NA = Not Applicable

| have checked this package for completeness and verify the following:
1. Pencils, whiteout, whiteout tape, and dark highlighters were not.used.
2. All notebook pages are signed.
3. All corrections contain the original data "struck through" with initials and date.
4. All comments found throughout the data are defined as required.

5. All pages are legible.
6. Manual integrations, if applicable, are printed out and include an explanation with
signature of the analyst and date.

Package Completeness Checked ByIDate:@E/K 1 [/&@/?t? Z 1

KRR

v [

Rev. 1.0

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C Page 4 of 283




Case Narrative and/or
Nonconformance Reports

Rev. 1.0

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C Page 5 of 283




ORGANIC ANALYSIS CASE NARRATIVE
Corps of Engineers — ERDC, Vicksburg Date: 11/21/13
ARDL Report No.: 6557, 6558 Lab Name: ARDL, Inc.
Project Name: MAKAU MILITARY RESERVATION OAHU (SEA CUCUMBER)
Samples Received at ARDL: 10/23/2013

Lab Sample Date
ID No. ID No. Collected Date Extracted Analysis Requested
006557-01 MAKO001C 09/09/2013 10/28/13 BNA
006557-02 MAK002C 09/09/2013 10/28/13 BNA
006557-03 MAKO004C 09/09/2013 10/28/13 BNA
006557-04 MAKO05C 09/09/2013 10/28/13 BNA
006557-05 MAKO006C 09/11/2013 10/28/13 BNA
006557-06 MAKO007C 09/11/2013 10/28/13 BNA
006557-07 MAKOQ08C 09/11/2013 10/28/13 BNA
006557-08 MAKO09C 09/11/2013 10/28/13 BNA
006555-09 MAKO010C 09/13/2013 10/28/13 BNA
006557-10 MAKO014C 09/13/2013 10/28/13 BNA
006557-11 MAKO015C 09/13/2013 10/28/13 BNA
006557-12 MAKO018C 09/16/2013 10/29/13 BNA
006557-13 MAKO019C 09/16/2013 10/29/13 BNA
006557-14 MAKO020C 09/16/2013 10/29/13 BNA
006557-15 MAKO022C 09/16/2013 10/29/13 BNA
006557-16 MAKO024C 09/22/2013 10/29/13 BNA
006557-17 MAKO25C 09/22/2013 10/29/13 BNA
006557-18 MAKO026C 09/22/2013 10/29/13 BNA
006557-19 MAKO027C 09/22/2013 10/29/13 BNA
006557-20 MAKO032C 09/23/2013 10/28/13 BNA
006558-01 MAKO029C 09/23/2013 10/29/13 BNA
006558-02 MAKO030C 09/23/2013 10/29/13 BNA
006558-03 MAKO031C 09/23/2013 10/29/13 BNA
006558-04 MAKO028C 09/22/2013 10/29/13 BNA

SEMIVOLATILE FRACTION — METHOD 8270C

Twenty five (25) tissue (sea cucumber) samples were received by ARDL, Inc. on October 23, 2013, for 8270C analysis.
One sample, MAKOO3C-TEST, was provided for preliminary evaluation of the methods only.

Due to specific project requirements and the unusual nature of the subject samples, some changes were made to
standard method protocol. Since the requested analyte list was limited to five Phthalate Esters and Pyrene, only the three
Base/Neutral surrogate compounds were used and evaluated in all calibrations, QC and sample analyses. A sample
weight of 6 grams was used for extraction resulting in a 1,000 ug/Kg reporting limit. All extractions were performed with
methylene chloride as the only solvent in order to avoid probable matrix interferences.

INITIAL CALIBRATION

The initial calibration was performed using six calibration points and passed method criteria.

CONTINUING CALIBRATION

All continuing calibrations met criteria.
SURROGATES
All QC and samples met surrogate recovery criteria.

Page 1 of 2
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ORGANIC ANALYSIS CASE NARRATIVE
Corps of Engineers — ERDC, Vicksburg Date: 11/21/13
ARDL Report No.: 6557, 6558 Lab Name: ARDL, Inc.
Project Name: MAKAU MILITARY RESERVATION OAHU (SEA CUCUMBER)
Samples Received at ARDL: 10/23/2013

INTERNAL STANDARDS

Internal standard recoveries were acceptable for all analyses.
LCS
Both LCS analyses passed the supplied recovery criteria.

MATRIX SPIKE/MATRIX SPIKE DUPLICATE

The MS/MSD analyses were performed on samples MAKO30C and MAKO32C. All passed the supplied recovery
criteria.

METHOD BLANKS

No target analytes were detected in the method blank above the method limit.

ORGANIC DATA REPORTING QUALIFIERS

The following organic data reporting qualifiers are used as required.

ND-  Indicates compound was analyzed for but not detected. The sample quantitation limit must be corrected for dilution
and for percent moisture. :

J- Indicates an estimated value. This flag is used when estimating a concentration of a compound that meets
identification criteria but the result is less than the quantitation or reporting limit but greater than the method detection

limit.
P - This flag is used for any two column confirmation methodology when there is greater than 40% difference for

detected concentrations between the two columns. The primary column value is reported on the Form 1 and flagged
with a “P”.

B - This flag is used when the analyte is found above the reporting limit in the blank as well as the sample. Itindicates
possible/probable blank contamination and warns the data user to take appropriate action.

Release of the data contained in this package has been authorized by the Technical Services Manager or his designee as

verified by the following signature. M

Dean S. Dickerson
Technical Services Manager

Page 2 of 2
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Information

Rev. 1.0

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C Page 8 of 283




ARDL, Inc

P.0. Box 15686, 400 Aviation Drive, Mount Vernon, lllinois 62864
Phone (618) 244-3235, Fax (618) 244-1149

CHAIN OF CUSTODY RECORD

Project @ é
nl| ©
j
ARDL / Makau Military Reservation Oahu, Hawaii Project _E g ?)) o @f ARDL, inC PRESERVATION
(1] iy
SAMPLERS (Signature) €| O 2l | B 3 Speciy
8 % © § @ ﬁ Remarks or Sample Location} A Chemicals
5 S | @ Ll added and
SAMPLE NUMBER paTE | TME |E|8|* 52 | & é 3 [z 2 | falpi
8 5 03_ o ﬁj S a <3 known
MAKO01C . 9/9/2013 1403 x| 1 X x| x| x|\ Sea Cucumber X
MAKO002C 9/9/2013 1227 x| 1 X X | x| X |\ Sea Cucumber X
MAKQ04C 9/9/2013 1420 x| 1 X x| x| x|\ Sea Cucumber X
N MAKOQ005C 9/9/2013 1514 x| 1 X x| x| x|\ Sea Cucumber X
m MAKO006C 9/11/2013 1005 Xi 1 X x| x| x|\ Sea Cucumber X
3 MAKO007C 9/11/2013| 1020 x| 1 X x| x| x|\ Sea Cucumber X
MAKO008C 9/11/2013|] 1115 x| 1 X x| x| x|\ Sea Cucumber X
MAKO009C 9/11/2013| 1126 x| 1 X x| x| x|\ Sea Cucumber X
R,
X
N
N
R%M)H(Signature) /Date Time |Relinquished by: (Signature) REMARKS / SPECIAL INSTRUCTIONS:
) 2/, :
£ 22/(3 ls
Relinquished by: (Signature) Date Time |Relinquished by: (Signature) Project Samples. Please treat each matrix separately.
Please send level 4 hardcopy report and excel edd to: Dean
W"wratow by: /aDate Time  |Shipping Ticket No. Dickerson, c/o ARDL, Inc. 400 Aviation Drive, Mount Vernon, IL
1g7atg 7 62864. Email questons to ddickerson@ardlinc.com.
L ‘é ll Mmc/ C3\0 %0

ARDL Inc
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gl Lo

A%
ARD L ln C P.0. Box 1566, 400 Aviation Drive, Mount Vernon, lllinois 62864 Al 6-F3-1 5
y Phone (618) 244-3235, Fax (618) 244-1149 CHAIN OF CUSTODY RECORD
Project )
» L )
g
ARDL / Makau Military Reservation Oahu, Hawaii Project| £ | § | 8 o O ARDL, Inc | PRESERVATION
[u] iy
SAMPLERS (Signature) €| O ol E Specify
3 20 o oY Remarks or Sample Location| o Chemicals
N ‘c ®mn | @ ﬁ 8 é LLi added and
N ER oate | Tve |28 *| £8 |25 |9 2| alph
*::2‘ SAMPLE NUMB E 29 1518 5 3 known
§ MAKQ10C 9/13/2013| 1128 x| 1 X x I xix14 Sea Cucumber X
~ MAKQ14C 9/13/2013| 1355 x| 1 X x| x| x|\ Sea Cucumber X
@ MAKO015C 9/13/2013| 958 x| 1 X x| x|t x|\ Sea Cucumber X
> MAKO018C 9/16/2013 905 x| 1 X X | x| x i\ Sea Cucumber X
b MAKO019C 9/16/2013 915 x| 1 X X | x| x|\ Sea Cucumber X
MAKQ20C - 9/16/2013| 1018 x| 1 X x | x| x|\ Sea Cucumber X
N MAKQ022C 9/16/2013| 1150 x| 1 X X | x| x|\ Sea Cucumber X
by MAK024C 9/22/2013] 830 x| 1 X x [ x| x [\ Sea Cucumber X
J MAKO025C 9/22/2013| 906 x| 1 X x | x| x|\ Sea Cucumber X
MAKO026C 9/22/2013] 1018 x| 1 X X | X { x !\ Sea Cucumber X
MAKO027C 9/22/20131 1140 x| 1 X x| x| x]\ Sea Cucumber X
SEF MAKQ028C 9/22/2013] 1300 x| 1 X X | x| x|\ Sea Cucumber X
) MAK029C 9/23/2013 820 x| 1 X X | x| x|\ Sea Cucumber X
‘;b MAKQ30C 9/23/2013| 833 x| 1 X x| x| x| ol X Sea Cucumber X
[ MAKQ31C 9/23/2013| 1050 x| 1 X X | x| x|\ Sea Cucumber X
h . MAK032C 9/23/2013] 1210 x| 1 X x | x| x 1B Bt AN dep Sea Cucumber X
S§ 72 : l 5
Trip Blank 2.
Temp Blank 1
Relinquished7by: (Signature) Date Time |Relinquished by: (Signature) REMARKS / SPECIAL INSTRUCTIONS:
. A
I /za//j 603
Relinquished by: (Signature) Date Time |Relinquished by: (Signature) Project Samples. Please treat each matrix separately.

_ Please send level 4 hardcopy report and excel edd to: Dean
Recejyed for Laboratory by: ” Date Time  |Shipping Ticket No. Dickerson, ¢/o ARDL, Inc. 400 Aviation Drive, Mount Vernon, IL
(Sig ) . 62864. Email questons to ddickerson@ardlinc.com.

VA N P /a2 kit s 3 0G0
ARDL Inc
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COOLER‘ REC‘EIPT?REPORT

ARDLINC."

ARDL# S S5= (359

Project; A dre M2/ v /,Adt’z,/ Lescet/AT on CM/ac )
PRELIMINARY EXAMINATION PHASE: Date cooler was opened: 0-73-/ 3 (Slgneture)/@ﬂ/ &///ﬁ///,@/

At * call co
% %’ ]
rO= G815

Cooler # Nowe [/ ﬂ,/;,?)

Number of Coolers in Shighent;

Date Received: /O ~A F~/3

4358

A.
1. Did cooler come with a shipping slip (airbill, etc.)?............. ) @N
If YES, enter carrier name and airbill number herepﬂﬂ ?5¢/d /(QZQJ ’70/ 44
2. Were custody seals on oUtside-0f COOIBIT. ..o e r et bt YES 07 N/A
How many and wheré? ' ,Seal Date; ,Seal Name:

3. Were custody seals unbroken and intact at the date and time of arrivél? ................................................................................ YES NO @'

4,  Did you screen samples for radioactivity using a Geiger Counter'?@ NO

5. Were custody papers sealed in a plastic bag- / d/e%tgt(h/efd? ............................................................................... @ NO -

6. Were custody papers filled out properly (ink, signed, etc.)?......cceevnviiinncs OO PO TP T TOP RO PPPTROPOTIN dES NO N/A

7. Were custody papers signed in appropriate place by ARDL PEISONNEIZ........ccoviirniiiniinicainsna s st e i ens ¥ES> NO N/A

8. Was project identifiable from custody papers? If YES, enter project name at the top of this form..........cc..ccoooneiiiie NO N/A

9. Was a separate container provided for measuring temperature? YES____ NO_ ¢~ Cooler Temp. “/35.0 C

B. LOG-INPHASE: Date samples were logged-in;_/& ~<f F ~ /.5 (Signature) /@ f/,é&oé%

10. Describe type of packing in cooler: //’ﬁ)/ﬂ’//%’%ﬁ/f /jrf A

e, 10257/ 1 2

11. Were all boltles-sealed in separate PIASHC DAGS? criiciis ettt b e e b e @ NO N/A

12. Did all bottles arrive unbroken and were labels in good CONAIIONT ..civiririieeiiiiiiccecc e et €ES® NO

13, Were bottle [abels COMPIBIe?......c.ccovviiiiiii i s YES* NO

14, Did all bottle labels agree With custody PAPEIS? .....cviiiiiiiie e s sesens e s §ES* NO

15, Were correct containers used for the tests indicated? @ NO

16, Was pH correct on preserved Water SAMPIES?.......c.iiiiiimriiicii s s sssnresssesins e ssssesrasessssaraesssusmssssenesssssennes YES NO @

17. Was a sufficient amount of sample sent for tests INAICAtEU........c.oovicivieriiiinvnc e cera e s YES® NO

18. Were bubbles absent in VOA samples? If NO, list by sample #: YES NO @,
ves  No(_ NA

19. Was the ARDL project coordinator notified of any deficiencies?..........c.cviviniii

Comments and/or Corrective Action:

Sample Transfer

Fraction Fraction
e
Area # Area #
%A‘%}
By v By
On On
0 —3F 1A

(By: Signature) Date:

MAADMIN\FORMS\COOLER RECEIPT REPORT.doc  Rev. 05/07/07
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o 4558
COOLER REGEIPT REPORT A egeral 22

ARDL, INC. e
ARDL# 4555 -S53 Cooler#_ 2D &/ 22 .
Number of Coolers in Shipment: Q '

Project: /) 4 K el s ﬁég /I%?eﬂt//ﬁdfv 0"‘/‘ Date Received: /& = 23 = (5
A PRELIMINARY EXAMINATION PHASE: Date cooler was opened:/O 205 - 3 JO 545 5 (Signature) /f% /g Z&:/\M
1. Did cooler come with a shipping slip (AIrbill, €LC.)7......cciiiiniiiii Yj_é NO

If YES, enter carrier name and airbill nunqbber hér(g(/ MG l<=l:(»‘q 3295 /IYF 2YYE
2. Were custody sea(s ON OULSIAE Of COOIBI?. covriiii ittt b s e b s b ens YES @@ N/A

How many and where? {52 ,Seal Date: NI Seal Name: N7
3. Were custody seals unbroken and intact at the date and time of arrival?......c.co.eviiiiic e, YES (0] HHJ
4.  Did you screen samples for radioactivity using a Geiger CouNter?........coiiiini e, @’ NO
5. Were custody papers sealed in a plastic bag and taped inside to the lid?..........ccociomvriii e e, YES I\TO'
6. Were custody papers filled out properly (ink, signed, 8C.)7......c.cciiiiii YES NO @>
7. Were custody papers signed in appropriate place by ARDL personnel?i........couioniin o YES NO @
8. Was project identifiable from custody papers? If YES, enter project name at the top of this form.................ccoo YES NO /A
9. Was a separate container provided for measuring temperature? YES____ NO l// Cooler Temp. &% 4¢ o]

B. LOG-IN PHASE: Date samples were logged-in: /O ;23 ~—{ “) (Signature) (‘%\/A\' giO,LU\J'\

10. Describe type of packing in cooler: A\’lb\ ) b(’\JL_, /\_,»AO&&? \M«L/Q - \Q/L»}Q\lg /\/’)fbdﬁ/

11. Were all bottles sealed in separate plastic bags’7 .................................................................................................................. (S> NO N/A
12, Did all bottles arrive unbroken and were labels in good condifioN? ..o @/‘ NO
13. Were bottle [aDels COMPIBIET .. cviiiiriiiii i e e s s e @ NO
14. Did all bottle labels agree with custody papers? .......ccccecvvvrivnirienens _S(’C_lfbﬁ ................................................... YES NO “»
15. Were correct containers used for the tests indicated? ......ccoocvvviieirciini e @ NO
16. Was pH correct on preserved Water SAMPIESP..........cciciiiimi i st s e b er s b e YES NO @A)
17. Was a sufficient amount of sample sent for tests INdicated ... e YES NO
18, Were bubbles absent in VOA samples? [f NO, list by sample #: YES NO N/A)
19. Was the ARDL project coordinator notified of any defiCiencies?...........cccieiiiiiiiici e s YES NO \,
Comments and/or Corrective Action: Sample Transfer

Fraction Fraction

AL

Area # Area #

Feezel

By By

OnA ‘ On

/033

(By: Signature) Date:

MAADMIN\FORMS\COOLER RECEIPT REPORT.doc  Rev. 05/07/07
ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C Page 12 of 283
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Field Sample
Form 1s

Rev. 1.0

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C Page 14 of 283




INC.
P.O. Box 1566
62864

. ARDL,
400 Aviation Drive;
Mt. Vernon, Illinois

Lab Report No: 006557 Report Date:

11/04/2013

Project Name: MAKAU MILITARY RES O Analysis: BNA'S

(METHOD 8270)

| Terphenyl-d14

|
E Project No.: Analytical Method: 8270C |
[ NELAC Certified - IL100308 Prep Method: 3550A |
| I
| Field ID: MAK001C ARDL Lab No.: 006557-01 |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1030316 [
| Sample Date: 09/09/2013 Received Date: 10/23/2013
| sample Time: 1403 Prep. Date: 10/28/2013 |
| Matrix: TISSUE Analysis Date: 10/30/2013 |
| Amount Used: 5 g Instrument ID:  AG5 |
| Final Volume: 1 mL QC Batch: B6634 ]
| % Moisture: No Moisture Present Level: LOW |
| I
| Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor |
l l
| Dimethylphthalate 200 1000 ND UG/KG 1 ,
| Diethylphthalate 200 1000 ND UG/KG 1 |
| Di-n-butylphthalate 200 1000 . ND UG/KG 1 |
| Pyrene 200 1000 ND UG/KG 1 |
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1 |
| Di-n-octylphthalate 200 1000 ND UG/KG 1 |
l !
| SURROGATE RECOVERIES : Limitsg Results |
|Nitrobenzene-ds 30-130 65% |
|2-Fluorobiphenyl 30-130 74% |
30-130 78% |
|

Surrogate recoveries marked with '*' indicates they are outside standard limits.

Sample 006557-01, BNA'S (METHOD 8270)

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

Page 1 of 1
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ARDIL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 11/04/2013
Project Name: MAKAU MILITARY RES O Analysisg: BNA'S (METHOD 8270)
Project No.: Analytical Method: 8270C
NELAC Certified - IL100308 Prep Method: 3550A
Field ID: MAKO002C ARDL Lab No.: 006557-02
Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1030317
Sample Date: 09/09/2013 Received Date: 10/23/2013
Sample Time: 1227 Prep. Date: 10/28/2013
Matrix: TISSUE Analysis Date: 10/30/2013
Amount Used: 5 g Instrument ID: AG5
Final Volume: 1 mL QC Batch: B6634
% Moisture: No Moisture Present Level: LOW
Method Reporting Data Dilution
Parameter Limit Limit Result Flag Units Factor
Dimethylphthalate 200 1000 ND UG/KG 1
Diethylphthalate 200 1000 ND UG/KG 1
Di-n-butylphthalate 200 1000 ND UG/KG 1
Pyrene 200 1000 ND UG/KG 1
bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
Di-n-octylphthalate 200 1000 ND UG/KG 1
|SURROGATE RECOVERIES: Limits Results
|Nitrobenzene-ds 30-130 69%
| 2-Fluorobiphenyl 30-130 76%
| Terphenyl-d14 30-130 74%

Surrogate recoveries marked with '*' indicates they are outside standard limits.

Sample 006557-02, BNA'S (METHOD 8270) Page 1 of 1

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C Page 16 of 283




ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 11/04/2013
| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270)
| Project No.: Analytical Method: 8270C |
| NELAC Certified - IL100308 Prep Method: 3550A |
I
I Field ID: MAKO004C ARDL Lab No.: 006557-~03
| Desc/Location: MAKAU  MILITARY RESERV OAHU Lab Filename: E1030318 |
| sample Date: 09/09/2013 Received Date:  10/23/2013 |
| Sample Time: 1420 Prep. Date: 10/28/2013 |
| Matrix: TISSUE Analysis Date: 10/30/2013 |
| Amount Used: 5 g Instrument ID:  AG5 |
| Final Volume: 1 mL QC Batch: B6634 |
| % Moisture: No Moisture Present Level: LOW |
| |
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor |
| |
| Dimethylphthalate 200 1000 ND UG/KG 1 |
| Diethylphthalate 200 1000 ND UG/KG 1
| Di-n-butylphthalate 200 1000 ND UG/KG 1 |
| Pyrene 200 1000 ND UG/KG 1 |
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
| Di-n-octylphthalate 200 1000 ND UG/KG 1
| |
| SURROGATE RECOVERIES : Limits Results |
|Nitrobenzene-ds 30-130 64% |
|2~Fluorobiphenyl 30-130 75% |
| Terphenyl-d14 30-130 77% |
I

!

Surrogate recoveries marked with '*' indicates they are outside standard limits.

Sample 006557-03, BNA'S (METHOD 8270)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

Page 1 of 1
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 11/04/2013
| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) |
| Project No.: Analytical Method: 8270C |
| NELAC Certified - IL100308 Prep Method: 3550A |
I
} Field ID: MAKO005C ARDL Lab No.: 006557-04 |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1030319 |
| sample Date:  09/09/2013 Received Date:  10/23/2013 |
| Sample Time: 1514 Prep. Date: 10/28/2013 |
| Matrix: TISSUE Analysis Date:  10/30/2013 |
| Amount Used: 5 g Instrument ID:  AGS5 |
| Final Volume: 1 mL QC Batch: B6634 |
| % Moisture: No Moisture Present Level: LOW [
I I
| Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag TUnits Factor |
| |
| Dimethylphthalate 200 1000 ND UG/KG 1 [
| Diethylphthalate 200 1000 ND UG/KG 1
| Di-n-butylphthalate 200 1000 ND UG/KG 1 |
| Pyrene 200 1000 ND UG/KG 1 |
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1 |
| Di-n-octylphthalate 200 1000 ND UG/KG 1 |
| |
| SURROGATE RECOVERIES: Limits Results
|Nitrobenzene-ds 30-130 72% |
| 2-Fluorobiphenyl 30-130 81% |
| Texrphenyl-di14 30-130 82% |
|

I

Surrogate recoveries marked with '*' indicates they are outside standard limits.

Sample 006557-04, BNA'S (METHOD 8270) Page 1 of 1

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C Page 18 of 283




ARDIL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date:  11/04/2013
| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270)
| Project No.: Analytical Method: 8270C
| NELAC Certified - IL100308 Prep Method: 3550A |
I
} Field ID: MAK006C ARDL Lab No.: 006557-05 . |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1031310 |
| Sample Date: 09/11/2013 Received Date: 10/23/2013 |
| sample Time: 1005 Prep. Date: 10/28/2013 |
| Matrix: TISSUE Analysis Date: 10/31/2013 |
| Amount Used: 5 g ‘ Instrument ID:  AGS ]
| Final Volume: 1 mL QC Batch: B6634
| % Moisture: No Moisture Present Level: LOW |
| |
| Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor |
| |
| Dimethylphthalate 200 1000 ND UG/XG 1 |
| Diethylphthalate 200 1000 ND UG/KG 1 |
| Di-n-butylphthalate 200 1000 ND UG/KG 1
| Pyrene 200 1000 ND UG/KG 1 |
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1 l
| Di-n-octylphthalate 200 1000 ND UG/KG 1
| |
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-ds 30-130 - 70% |
| 2-Fluorobiphenyl 30-130 77% |
| Terphenyl-di14 30-130 77% |
l

I

Surrogate recoveries marked with '#*' indicates they are outside stand

Sample 006557-05, BNA'S (METHOD 8270)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

ard limits.

Page 1 of 1
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 11/04/2013

| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270)
|  Project No.: Analytical Method: 8270C |
| NELAC Certified - IL100308 Prep Method: 3550A |
I |
| Field ID: - MAKO007C ARDL Lab No.: 006557-06 |
I Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1031311 ]
| sample Date: 09/11/2013 Received Date: 10/23/2013 |
| sample Time: 1020 Prep. Date: 10/28/2013 |
|. Matrix: TISSUE Analysis Date:  10/31/2013 |
| Amount Used: 5 g Instrument ID:  AGS ‘ |
| Final Volume: 1 mL QC Batch: B6634 |
| % Moisture: No Moisture Present Level: LOW |
| |
| Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor |
l | l
| Dimethylphthalate 200 1000 ND UG/KG 1 |
| Diethylphthalate 200 1000 ND UG/KG 1 |
| Di-n-butylphthalate 200 1000 ND UG/KG 1 |
| Pyrene 200 1000 ND UG/KG 1 |
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1 |
| Di-n-octylphthalate 200 1000 ND UG/KG 1 |
I (
| SURROGATE RECOVERIES: Limits Results
|Nitrobenzene-ds 30-130 73% |
|2-Fluorobiphenyl 30-130 81% |
| Terphenyl-dil4 30-130 78%

|

Surrogate recoveries marked with '*' indicates they are outside standard limits.

Sample 006557-06, BNA'S (METHOD 8270)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

Page 1 of 1
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ARDIL, INC.
400 Aviation Drive; P.0O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 11/04/2013
Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) |
Project No.: Bnalytical Method: 8270C |
NELAC Certified - IL100308 Prep Method: 3550A
|
Field ID: MAK008C ARDL Lab No.: 006557-07 |
Desc/Location; MAKAU MILITARY RESERV OAHU Lab Filename: E1031312 [
Sample Date: 09/11/2013 Received Date: 10/23/2013 |
Sample Time: 1115 Prep. Date: 10/28/2013 |
Matrix: TISSUE Analysis Date:  10/31/2013 |
Amount Used: 5 g Instrument ID:  AG5 |
Final volume: 1 mL QC Batch: B6634
% Moisture: No Moisture Present Level: LOW
|
Method Reporting Data Dilution |
Parameter Limit Limit Result Flag Units Factor |
|
Dimethylphthalate 200 1000 ND UG/KG 1
Diethylphthalate 200 1000 ND UG/KG 1
Di-n-butylphthalate 200 1000 ND UG/KG 1 |
Pyrene 200 1000 ND UG/KG 1 |
bis (2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
Di-n-octylphthalate 200 1000 ND UGc/Ka 1
f
| SURROGATE RECOVERIES : Limits Results |
|Nitrobenzene-ds 30-130 68% |
[2-Fluorobiphenyl 30-130 76% |
| Terphenyl-d14 30-130 77% |
l

Surrogate recoveries marked with '*' indicates they are outside standard limits.

Sample 006557-07, BNA'S (METHOD 8270) Page 1 of 1

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C
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, ARDL, INC.
400 Aviation Driwve; P.0O. Box 1566
Mt, Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 11/04/2013
| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270)
| Project No.: Analytical Method: 8270C |
| NELAC Certified - IL100308 Prep Method: 3550A |
| l
| Field ID: MAK009C ARDL Lab No.: 006557-08 |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1031313 |
| Sample Date: 09/11/2013 Received Date: 10/23/2013
| sample Time: 1126 : Prep. Date: 10/28/2013
| Matrix: TISSUE Analysis Date:  10/31/2013 |
| Amount Used: 5 g Instrument ID: AGS [
| Final volume: 1 mL QC Batch: B6634 |
] % Moisture: No Moisture Presgent Level: LOW |
| |
| Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor |
l l
| Dimethylphthalate 200 1000 ND UG/KG 1 |
| Diethylphthalate 200 1000 ND UG/KG 1 |
| Di-n-butylphthalate 200 1000 ND UG/KG 1 |
| Pyrene 200 1000 ND UG/KG 1 |
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1 |
| Di-n-octylphthalate 200 1000 ND UG/KG 1 |
I I
| SURROGATE RECOVERIES : Limits Results |
|Nitrobenzene-ds 30-130 63% |
| 2-Fluorobiphenyl 30-130 84% |
| Terphenyl-di14 30-130 94% {
|

Surrogate recoveries marked with '*' indicates they are outgide standard limits.

Sample 006557~08, BNA'S (METHOD 8270)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

Page 1 of 1
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ARDL, INC.
400 Aviation Drive; P.0O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 11/04/2013
| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270)
| Project No.: Analytical Method: 8270C |
| NELAC Certified - IL100308 Prep Method: 3550A |
| l
| Field ID: MAK010C ARDL Lab No.: 006557-09
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1031314 |
| sample Date: 09/13/2013 Received Date: 10/23/2013 |
| sample Time: 1128 Prep. Date: 10/28/2013 |
| Matrix: TISSUE . Analysis Date:  10/31/2013 |
| Amount Used: 5 g Instrument ID:  AGS |
| Final Volume: 1 mL QC Batch: B6634
| % Moisture: No Moisture Present Level: LOW
| |
| Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor |
l f
| Dimethylphthalate 200 1000 ND UG/Ka@ 1 |
| Diethylphthalate 200 1000 ND UG/KG 1
| Di-n-butylphthalate 200 1000 ND UG/KG 1 |
| Pyrene 200 1000 ND UG/KG 1 |
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
| Di-n-octylphthalate 200 1000 ND UG/KG 1 |
l l
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-ds 30-130 71% |
| 2-Fluorobiphenyl 30-130 80% |
| Terphenyl-d14 30-130 79% |
|

Surrogate recoveries marked with '#' indicates they are outside standard limits.

Sample 006557-09, BNA'S (METHOD 8270) Page 1 of 1

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C Page 23 of 283




400 Aviation Drive;
Mt. Vernon,

Lab Report No: 006557

INC.
P.0. Box 1566
62864

ARDL,

Illinois

Report Date: 11/04/2013

Project Name:
Project No.:

MAKAU MILITARY RES O

Analysis: BNA'S (METHOD 8270)

Analytical Method: 8270C

| Texrphenyl-di4

| |
!
{ NELAC Certified - IL100308 Prep Method: 3550A |
| |
| Field ID: MAKO014C ARDL Lab No.: 006557-10 |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1031315 |
| sample Date: 09/13/2013 Received Date: 10/23/2013
| sample Time: 1355 Prep. Date: 10/28/2013 |
| Matrix: TISSUE Analysis Date:  10/31/2013 |
| Amount Used: 5 g Instrument ID:  AGS |
| Final Volume: 1 L QC Batch: B6634 |
| % Moisture: No Moisture Present Level: LOW
| |
| Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factoxr |
f |
| Dimethylphthalate 200 1000 ND UG/XG 1 |
| Diethylphthalate 200 1000 ND UG/KG 1 |
| Di-n-butylphthalate 200 1000 ND UG/Ka 1 |
| Pyrene 200 1000 ND UG/KG 1 |
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1 ]
| Di-n-octylphthalate 200 1000 ND UG/KG 1 |
l |
| SURROGATE RECOVERIES: Limits Results |
[Nitrobenzene-ds 30-130 62% |
| 2-Fluorobiphenyl 30-130 73% l
30-130 71% |
I

Surrogate recoveries marked with '*' indicates they are outside standard limits.

Sample 006557-10, BNA'S

ARDL Inc

(METHOD 8270)

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

Page 1 of 1
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 11/04/2013
| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) |
| Project No.: Analytical Method: 8270C |
| NELAC Certified - IL100308 : Prep Method: 3550A |
l
I Field ID: MAKO015C ARDL Lab No.: 006557-11 |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1031316
| Ssample Date: 09/13/2013 Received Date: 10/23/2013
| sample Time: 0958 Prep. Date: 10/28/2013 |
| Matrix: TISSUE Analysis Date:  10/31/2013 |
| Amount Used: 5 g Instrument ID:  AGS |
| Final Volume: 1 mL QC Batch: B6634 |
| % Moisture: No Moisture Present Level: LOW
l l
| Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor |
| I
| Dimethylphthalate 200 1000 ND UG/ KG 1 |
| Diethylphthalate 200 1000 ND UG/KG 1 |
| Di-n-butylphthalate 200 1000 ND UG/KG 1
| Pyrene 200 1000 ND UG/KG 1 |
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
| Di-n-octylphthalate 200 1000 ND UG/KG 1
| |
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-d5 30-130 61% |
| 2-Fluorobiphenyl 30-130 70% |
| Terphenyl-d14 30-130 68% |
I

l

Surrogate recoveries marked with '*!

Sample 006557-11, BNA'S (METHOD 8270)

indicates they are outside standard limits.

Page 1 of 1
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ARDL, INC.

400 Aviation Drive;

P.0O. Box 1566

Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 11/04/2013

| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) [

| Project No.: Bnalytical Method: 8270C |

| NELAC Certified - IL100308 Prep Method: 3550A |

| ' l

| Field ID: MAK018C ARDL Lab No.: 006557-12

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1031322

| sample Date: 09/16/2013 Received Date: 10/23/2013 [

| Sample Time: 0905 Prep. Date: 10/29/2013 |

| Matrix: TISSUE RAnalysis Date:  10/31/2013 &

| Amount Used: 5 g Instrument ID:  AG5 |

| Final Volume: 1 mL QC Batch: B6635

| % Moisture: No Moisture Present Level: LOW

I |

| Method Reporting Data Dilution |

| Parameter Limit Limit Result Flag Units Factor |

l |

| Dimethylphthalate 200 1000 ND UG/KG 1 |

| Diethylphthalate 200 1000 ND UG/KG 1

| Di-n-butylphthalate 200 1000 ND UG/KG 1 |

| Pyrene 200 1000 ND UG/KG 1 |

| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1

| Di-n-octylphthalate 200 1000 ND UG/KG 1

| I

| SURROGATE RECOVERIES: Limits Results |

|Nitrobenzene-ds 30-130 70% |

| 2-Fluorobiphenyl 30-130 76% |

| Terphenyl-d14 30-130 73% |
l

l

Surrogate recoveries marked with '#' indicates they are outside standard limits.

Sample 006557-12, BNA'S (METHOD 8270)

’

Page 1 of 1
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ARDL,

400 Aviation Drive;

INC.

Mt. Vernon, Illinois

Lab Report No: 006557

Report Date:

11

P.O. Box 1566
62864

/04/2013

Project Name: MAKAU MILITARY RES O

Analysis: BNA'S

(

METHOD 8270)

| Terphenyl-d14

l
{ Project No.: Analytical Method: 8270C |
| NELAC Certified - IL100308 Prep Method: 35504 |
| l
| Field ID: MAKO019C ARDL Lab No.: 006557-13 |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1031323
| Sample Date: 09/16/2013 Received Date:  10/23/2013 |
| Sample Time: 0915 Prep. Date: 10/29/2013 |
| Matrix: TISSUE Analysis Date:  10/31/2013
| Amount Used: 5 g Instrument ID:  AGS |
| Final Volume: 1 mL QC Batch: B6635 |
| % Moisture: No Moisture Present Level: LOW ]
| |
| Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor |
| l
| Dimethylphthalate 200 1000 ND UG/KG 1 |
| Diethylphthalate 200 1000 ND UG/KG 1 |
| Di-n-butylphthalate 200 1000 ND UG/KG 1 |
| Pyrene 200 1000 ND UG/KG 1 |
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1 |
| Di-n-octylphthalate 200 1000 ND UG/KG 1 |
| |
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-d5 30-130 69% |
| 2-Fluorobiphenyl 30-130 77%

30-130 75% |
|

I

Surrogate recoveries marked with '#' indicates they

Sample 006557-13, BNA'S (METHOD 8270)

are outside standard limits.

Page 1 of 1

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C
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ARDIL, INC.
400 Aviation Drive; P.0O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 11/04/2013

| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270)

| Project No.: Analytical Method: 8270C |

| NELAC Certified - IL100308 Prep Method: 3550A |

I l

| Field ID: MAK020C ARDL Lab No.: 006557-14 |

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1031324 [

| Ssample Date: 09/16/2013 Received Date:  10/23/2013

| Sample Time: 1018 Prep. Date: 10/29/2013 |

| Matrix: TISSUE Analysis Date:  10/31/2013 ]

| Amount Used: 5 g Instrument ID:  AGS

| Final Volume: 1 mL QC Batch: B6635 [

| % Moisture: No Moisture Present Level: LOW |

| |

| Method Reporting Data Dilution |

| Parameter Limit Limit  Result Flag Units Factor [

| I

| Dimethylphthalate 200 1000 ND UG/KG 1

| Diethylphthalate 200 1000 ND UG/KG 1 |

| Di-n-butylphthalate 200 1000 ND UG/KG 1 |

| Pyrene 200 1000 ND UG/KG 1

| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1

| Di-n-octylphthalate 200 1000 ND UG/KG 1

| f

| SURROGATE RECOVERIES : Limits Results |

[Nitrobenzene-d5 30-130 72% |

| 2-Fluorobiphenyl 30-130 78% |

| Terphenyl-di14 30-130 75% |
I

Surrogate recoveries marked with '*' indicates they are outside standard limits.

Sample 006557-14, BNA'S (METHOD 8270) Page 1 of 1
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ARDIL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 11/04/2013
Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) |
Project No.: Analytical Method: 8270C
NELAC Certified - IL100308 Prep Method: 3550A |
' l
Field ID: MAK022C ARDI, Lab No.: 006557-15 |
Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1101305
Sample Date: 09/16/2013 Received Date: 10/23/2013
Sample Time: 1150 Prep. Date: 10/29/2013 |
Matrix: TISSUE Analysis Date: 11/01/2013 |
Amount Used: 5 g Instrument ID:  AGS
Final Volume: 1 mL QC Batch: B6635 |
% Moisture: No Moisture Present Level: LOW )
|
Method Reporting Data Dilution |
Parameter Limit Limit  Result Flag Units Factor |
|
Dimethylphthalate 200 1000 ND UG/KG 1 |
Diethylphthalate 200 1000 ND UG/KG 1 [
Di-n-butylphthalate 200 1000 ND UG/KG 1
Pyrene 200 1000 ND UG/KG 1 |
bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1 |
Di-n-octylphthalate 200 1000 ND UG/KG 1 |
!
| SURROGATE RECOVERIES: Limits Results ;
|Nitrobenzene-d5 30-130 66% |
|2-Fluorobiphenyl 30-130 73% |
| Terphenyl-d14 30-130 71% |
l

l

Surrogate recoveries marked with '#! indicates they are outside standard limits.

Sample 006557-15, BNA'S (METHOD 8270)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

Page 1 of 1
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Lab Report No: 006557 Report Date:

ARDL, INC.

400 Aviation Drive;

P.0O. Box 1566

Mt. Vernon, Illinois 62864

11/04/2013

Project Name: MAKAU MILITARY RES O Analysis: BNA'S
Analytical Method: 8270C
Prep Method: 35504

Project No.:
NELAC Certified - IL100308

(METHOD 8270)

I I
| l
I !
|
} Field ID: MAK024C ARDL Lab No.: 006557-16
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1101306 |
| Ssample Date: 09/22/2013 Received Date:  10/23/2013
| Sample Time: 0830 Prep. Date: 10/29/2013 |
| Matrix: TISSUE Analysis Date: 11/01/2013 |
| Amount Used: 5 g Instrument ID:  AG5 |
| Final Volume: 1 mL QC Batch: B6635 |
| % Moisture: No Moisture Present Level: LOW
| l
| Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor |
| |
| Dimethylphthalate 200 1000 ND © UG/KG 1 |
| Diethylphthalate 200 1000 ND UG/KG 1 ]
| Di-n-butylphthalate 200 1000 ND UG/KG 1 |
| Pyrene 200 1000 ND UG/KG 1 |
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1 |
| Di-n-octylphthalate 200 1000 ND UG/KG 1 |
| |
| SURROGATE RECOVERIES: Limits Results |
[Nitrobenzene-ds 30-130 73% |
| 2-Fluorobiphenyl 30-130 82% |
| Terphenyl-dl4 30-130 78% |
|

l

Surrogate recoveries marked with '*' indicates they are outside standard limits.

Sample 006557-16, BNA'S (METHOD 8270)

ARDL Inc
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ARDL, INC.

400 Aviation Drive;

P.O. Box 1566

Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 11/04/2013
| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) |
| Project No.: Analytical Method: 8270C |
| NELAC Certified - IL100308 Prep Method: 3550A |
!
I Field ID: MAK025C ARDL Lab No.: 006557-17 |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1101307
| Sample Date: 09/22/2013 Received Date: 10/23/2013 ]
| Sample Time: 0906 Prep. Date: 10/29/2013 |
| Matrix: TISSUE Analysis Date: 11/01/2013 |
| Amount Used: 5 g Instrument ID:  AG5
| Final Volume: 1 mL QC Batch: B6635 |
| % Moisture: No Moisture Present Level: LOW
| |
| Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor |
| |
| Dimethylphthalate 200 1000 ND UG/XG 1 |
| Diethylphthalate 200 1000 ND UG/KG 1 |
| Di-n-butylphthalate 200 1000 ND UG/KG 1
| Pyrene 200 1000 ND UG/KG 1 {
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
| Di-n-octylphthalate 200 1000 ND UG/KG 1 |
| I
| SURROGATE, RECOVERIES: Limits Results
|Nitrobenzene-ds 30-130 72% |
|2-Fluorobiphenyl 30-130 83%
| Terphenyl-dl4 30-130 82% |
I

I

Surrogate recoveries marked with '*' indicates they are outside standard limits.

Sample 006557-17, BNA'S (METHOD 8270)

Page 1 of 1
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ARDL,

400 Aviation Drive:;
Illinois

Mt. Vernon,

Lab Report No: 006557

Report Date:

INC.

P.O. Box 1566
62864

11/04/2013

Project Name: MAKAU MILITARY RES O

Analysis: BNA'S

(METHOD 8270)

I Project No.: Analytical Method: 8270C

| NELAC Certified - IL100308 Prep Method: 3550A

! Field ID: MAK026C ARDL Lab No.: 006557-18

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1101308

| sample Date: 09/22/2013 Received Date: 10/23/2013

| sample Time: 1018 Prep. Date: 10/29/2013

| Matrix: TISSUE Analysis Date:  11/01/2013

| Amount Used: 5 g Instrument ID:  AG5

| Final Volume: 1 mL QC Batch: B6635

| % Moisture: No Moisture Present Level: LOW

|

| Method Reporting Data Dilution
| Parameter Limit Limit Result Flag Units Factor
{

| Dimethylphthalate 200 1000 ND UG/KG 1
| Diethylphthalate 200 1000 ND UG/KG 1
| Di-n-butylphthalate 200 1000 ND UG/KG 1
| Pyrene 200 1000 ND UG/KG 1
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
| Di-n-octylphthalate 200 1000 ND UG/KG 1
|

| SURROGATE RECOVERIES: Limits Results
|Nitrobenzene-ds 30-130 59%
|2-Fluorobiphenyl 30-130 70%

| Terphenyl-di14 30-130 69%

Surrogate recoveries marked with '#*!

Sample 006557-18, BNA'S (METHOD 8270)

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

indicates they are outside standard limits.

Page 1 of 1
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ARDL, INC.
400 Aviation Drive; P.0O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date:  11/04/2013
| Project Name: MAKAU MILITARY RES O BAnalysis: BNA'S (METHOD 8270)
| Project No.: Analytical Method: 8270C
| NELAC Certified - IL100308 Prep Method: 3550A |
l
I Field ID: MAK027C ARDL Lab No.: 006557-19 |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1101309 |
| sample Date: 09/22/2013 Received Date: 10/23/2013 [
| Sample Time: 1140 Prep. Date: 10/29/2013 |
| Matrix: TISSUE Analysis Date:  11/01/2013 |
| Amount Used: 5 g Instrument ID:  AGS
| Final Volume: 1 mL QC Batch: B6635 |
| % Moisture: No Moisture Present Level: LOW |
l |
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor ]
| l
| Dimethylphthalate 200 1000 ND UG/KG 1 |
| Diethylphthalate 200 1000 ND UG/KG 1 |
| Di-n-butylphthalate 200 1000 ND UG/KG 1 |
| Pyrene 200 1000 ND UG/KG 1 |
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1 |
| Di-n-octylphthalate 200 1000 ND UG/KG 1 |
| |
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-d5 30-130 71% |
| 2-Fluorobiphenyl 30-130 80% |
| Terphenyl-d14 30-130 76% |
|

Surrogate recoveries marked with '*' indicates they are outside standard limits.

Sample 006557-19, BNA'S (METHOD 8270)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

Page 1 of 1

Page 33 of 283




ARDL,

400 Aviation Drive;
Illinois

Mt. Vernon,

Lab Report No: 006557

Report Date:

INC.

P.0. Box 1566
62864

11/04/2013

Project Name: MAKAU MILITARY RES O

Analysis: BNA'S (METHOD 8270)

| Texrphenyl-d14

|
} Project No.: Analytical Method: 8270C |
| NELAC Certified - IL100308 Prep Method: 3550A |
| |
| Field ID: MAK032C ARDL Lab No.: 006557-20 [
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1031317 [
| Sample Date: 09/23/2013 Received Date: 10/23/2013 |
| sample Time: 1210 Prep. Date: 10/28/2013 |
| Matrix: TISSUE Analysis Date: 10/31/2013 |
| Amount Uséd: 5 g Instrument ID:  AG5 |
| Final volume: 1 mL QC Batch: B6634 |
| % Moisture: No Moisture Present Level: LOW }
l ‘ l
| Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor |
l |
| Dimethylphthalate 200 1000 ND UG/XG 1 |
| Diethylphthalate 200 1000 ND UG/KG 1 [
| Di-n-butylphthalate 200 1000 ND UG/KG 1 |
| Pyrene 200 1000 ND UG/KG 1 |
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
| Di-n-octylphthalate 200 1000 ND UG/XG 1 |
l l
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-ds 30-130 64% |
|2-Fluorobiphenyl 30-130 76% |
30-130 75% |
|

Surrogate recoveries marked with '*!

Sample 006557-20, BNA'S (METHOD 8270)

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

indicates they are outside standard limits.

Page 1 of 1
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ARDL, INC.
400 Aviation Drive; P.0O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006558 Report Date: 11/04/2013
| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) |
| Project No.: Analytical Method: 8270C }
| NELAC Certified - IL100308 Prep Method: 3550A |
|
I Field ID: MAK029C ARDL Lab No.: 006558-01 |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1101310 |
| Sample Date: 09/23/2013 Received Date: 10/23/2013 |
| sample Time: 0820 Prep. Date: 10/29/2013 |
| Matrix: TISSUE Analysis Date:  11/01/2013 |
| Amount Used: 5 g Instrument ID:  AG5 |
| Final Volume: 1 mL QC Batch: B6635 |
| % Moisture: No Moisture Present Level: LOW
| : I
] Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor |
| |
| Dimethylphthalate 200 1000 ND UG/KG 1
| Diethylphthalate 200 1000 ND UG/KG 1
| Di-n-butylphthalate 200 1000 ND UG/KG 1 [
| Pyrene 200 1000 ND UG/KG 1 |
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
| Di-n-octylphthalate 200 1000 ND UG/KG 1 |
| I
| SURROGATE RECOVERIES: Limits Results l
|Nitrobenzene-ds 30-130 68% |
| 2-Fluorobiphenyl 30-130 81% |
| Terphenyl-di14 30-130 79% |
l

Surrogate recoveries marked with '#' indicates they are outside standard limits.

Sample 006558-01, BNA'S (METHOD 8270) Page 1 of 1
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ARDI, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006558 Report Date: 11/04/2013
Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) ]
Project No.: Analytical Method: 8270C l
NELAC Certified - IL100308 Prep Method: 3550A

|
Field ID: MAK030C ARDL Lab No.: 006558-02 l
Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1101311 |
Sample Date.: 09/23/2013 Received Date: 10/23/2013 |
Sample Time: 0833 Prep. Date: 10/29/2013 |
Matrix: TISSUE Analysis Date: 11/01/2013 |
Amount Used: 5 g Instrument ID:  AGS |
Final Volume: 1 mL QC Batch: B6635 |
% Moisture: No Moisture Present Level: LOW |
|
Method Reporting Data Dilution |
Parameter Limit Limit  Result Flag Units Factor |
l

Dimethylphthalate 200 1000 ND UG/KG 1
Diethylphthalate 200 1000 ND UG/KG 1 |

Di-n-butylphthalate. 200 1000 ND UG/KG 1
Pyrene 200 1000 ND UG/KG 1 |
bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1 [
Di-n-octylphthalate 200 1000 ND UG/KG 1 |
!
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-ds A 30-130 65% |
|2-Fluorobiphenyl 30-130 75% |
| Terphenyl-di14 30-130 73% |
|

Surrogate recoveries marked with '*' indicates they are outside standard limits.

Sample 006558-02, BNA'S (METHOD 8270)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

Page 1 of 1
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006558 Report Date: 11/04/2013
| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) |
| Project No.: Analytical Method: 8270C
| NELAC Certified - IL100308 Prep Method: 3550A |
l
} Field ID: MAK031C ARDL Lab No.: 006558-03 l
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1101314 |
| Sample Date: 09/23/2013 Received Date: 10/23/2013 |
| sample Time: 1050 Prep. Date: 10/29/2013 |
| Matrix: TISSUE Analysis Date: 11/01/2013 |
| Amount Used: 5 g Instrument ID:  AGS |
| Final Volume: 1 mL QC Batch: B6635 |
| % Moisture: No Moisture Present Level: LOW
| |
| Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor |
l |
| Dimethylphthalate 200 1000 ND UG/KG 1 |
| Diethylphthalate 200 1000 ND UG/KG 1
| Di-n-butylphthalate 200 1000 ND UG/KG 1 |
| Pyrene 200 1000 ND UG/KG 1 {
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
| Di-n-octylphthalate 200 1000 ND UG/KG 1 |
| |
| SURROGATE RECOVERIES: Limits Results
|Nitrobenzene-d5 30-130 59% |
|2-Fluorobiphenyl 30-130 77% |
| Terphenyl-di14 30-130 76% |
l

l

Surrogate recoveries marked with '*' indicates they are outside standard limits.

Sample 006558-03, BNA'S (METHOD 8270) Page 1 of 1
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_ ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006558 Report Date: 11/04/2013
| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) |
| Project No.: Analytical Method: 8270C
| NELAC Certified - IL100308 Prep Method: 3550A |
| l
| Field ID: MAK028C ARDL Lab No.: 006558-04 |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1101315 |
| Sample Date:  09/22/2013 Received Date: 10/23/2013 |
| sample Time: 1300 Prep. Date: 10/29/2013 |
| Matrix: TISSUE Analysis Date:  11/01/2013 |
| Amount Used: 5 g - Instrument ID:  AGS5 |
| Final volume: 1 mL QC Batch: B6635 |
| % Moisture: No Moisture Present Level: LOW |
l |
| Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor |
l - |
| Dimethylphthalate 200 1000 ND UG/KG 1
| Diethylphthalate 200 1000 ND UG/KG 1 |
| Di-n-butylphthalate 200 1000 ND UG/KG 1 }
| Pyrene 200 1000 ND UG/KG 1 |
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1 |
| Di-n-octylphthalate 200 1000 ND UG/KG 1 |
l |
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-ds 30-130 56% |
| 2-Fluorobiphenyl 30-130 77% |
| Texrphenyl-d14 30-130 79% |
|

l

Surrogate recoveries marked with '*' indicates they are outside standard limits.

Sample 006558-04, BNA'S (METHOD 8270}

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

Page 1 of 1
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ARDL Inc

QC Summary Forms

Form 2 (Surrogate Summary, if applicable)
Form 3 (Spike and/or MS Summary, if applicable)
Blank Form 1(s) & Form 4 (Blank Summary, if applicable)

Form 8 (ISTD Area Summary, if applicable)

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

Rev. 1.0
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2C
TISSUE SEMIVOLATILE SURROGATE RECOVERY

Lab Name: ARDL, INC. Contract: —---
Lab Code: --- Case No.: ——- SAS No.: --- SDG No.: ===
EPA S1 S2 S3 . S4 S5 S6 TOT
SAMPLE NO. (NBZ) #|(FBP) #|(TPH) #[{ ( ) #{ ( ) #] ( ) #]OUT
01| BLANK B10108 74 82 82 0
02| SPBK B10108 67 75 77 0
03] MAKOO1C 65 74 78 0
04 MAKO002C 69 76 74 0
05| MAKRO04C 64 75 77 0
06} MAKOOS5C 72 81 82 0
07] MAKOO6C 70 77 77 0
08| MAKOO7C 73 81 78 0
09| MAKO008C 68 76 77 0
10| MAKR009C 63 84 94 0
11| MAKO010C 71 80 79 0
12| MAKO014C 62 73 71 0
13 MARO15C 61 70 68 0
14] MAKO32C 64 76 75 0
15| MAKO32CMS 65 74 72 0
16| MAKO32CMSD 62 71 72 0
17
18
19
20
21
22
23
24
25
26
27
28
29
30
QC LIMITS
S1 Nitrobenzene-db ( 30 - 130 )
S2 2-Fluorobiphenyl ( 30 - 130 )
33 Terphenyl-dl4 ( 30 - 130 )
s4 ( - )
S5 ( - )
36 ( - )
# column to be used to flag recovery values
* Values outside of contract required QC limits
D Surrogates diluted out
page 1 of 1 Form II SV-1 3/90
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2C
TISSUE SEMIVOLATILE SURROGATE RECOVERY

Lab Name: ARDL, INC. Contract: ---
Lab Code: —--- Case No.: —--- SAS No.: —--- SDG No.: —-—-
EPA Sl S2 33 sS4 S5 S6 TOT
SAMPLE NO. (NBZ) #|(FBP) #|(TPH) #| ( ) #|[ ( ) #[ ( ) #]|oOUT
01} BLANK B10111 76 83 77 0
02| SPBK B10111 76 84 82 0
03| MAKO18C 70 76 73 0
047 MAKO1SC 69 77 75 0
05| MAK020C 72 78 75 0
06| MAK022C 66 73 71 0
07{ MAKO024C 73 82 78 0
08| MAKO025C 72 83 82 0
09| MAKO26C 59 70 69 0
10} MAKO027C 71 80 76 0
11| MAKO029C 68 81 79 0
12| MAKO30C 65 75 73 0
13| MAKO30CMS 70 79 77 0
14| MAKO30CMSD 71 78 77 0
15] MAKO31C 59 77 76 0
16| MAKO028C 56 77 79 0
17
18
19
20
21
22
23
24
25
26
27
28
29
30
QC LIMITS
S1 Nitrobenzene-db ( 30 - 130)
S2 2-Fluorobiphenyl ( 30 - 130 )
S3 Terphenyl-dld4 ( 30 - 130 )
sS4 ( - )
S5 ( - )
S6 ( - )
# column to be used to flag recovery values
* Values outside of contract required QC limits
D Surrogates diluted out
page 1 of 1 Form II SV-1 3/90
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BLANK SPIKE/SPIKE DUPLICATE REPORT
ARDL, INC. 400 Aviation Drive; P.O. Box 1566 Mt. Vernon, IL 62864

Lab Report No: 006557 Report Date: 11/04/2013
Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) Analytical Method: 8270C
Project No.: Prep Method: 3550A
Matrix: QC Material QC Batch: B6634 Prep. Date: 10/28/2013
Amount Used: 5 g Level: LOW Analysis Date: 10/30/2013
Spike Spike Spike Duplicate Duplicate Duplicate Recovery RPD
Parameter Result Level % Rec % Rec Limits RPD Limit
Dimethylphthalate 3570 5000 71 -- 67-104 - -
Diethylphthalate 3740 5000 75 -- 65-108 -- --
Di-n-butylphthalate 3790 5000 76 - €8-115 - -
Pyrene 3850 5000 77 - 47-122 - --
bis (2-Ethylhexyl)phthalate 3650 5000 73 - 52-128 -- -
Di-n-octylphthalate 3670 5000 73 - 36-150 ~- --
SURROGATE RECOVERIES: Spike %R Duplicate %R %R Limits
Nitrobenzene-ds €7.4 -- 30-130
2-Fluorobiphenyl 75.2 -- 30-130
Terphenyl-di4 76.6 - 30-130

'+t indicates a recovery outside of standard limits.

Spike Blanks for 006557-20, BNA'S (METHOD 8270) Page 1 of 1
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MATRIX SPIKE/SPIKE DUPLICATE REPORT
ARDI, INC. 400 Aviation Drive; P.0O. Box 1566 Mt. Vernon, IL 62864

Lab Report No: 006557 Report Date: 11/04/2013
Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) Analytical Method: 8270C
Project No.: Prep Method: 3550A
Field ID: MAK032C Prep. Date: 10/28/2013 ARDL Lab No.: 006557-20
Desc/Location: MAKAU MILITARY RESERV OAH Amount Used: 5 g Lab Filename:
Sample Date: 09/23/2013 % Moisture: No Moisture Present Received Date: 10/23/2013
Sample Time: 1210 QC Batch: B6634 Analysis Date: 10/31/2013
Matrix: TISSUE Level: LOW
Sample MS MS MS MSD MSD MSD % Rec RPD
Parameter Result Result Level % Rec Result Level % Rec Limits RPD Limit
Dimethylphthalate ND 3490 5000 69.8 3310 5000 66.3 57-110 5.2 30
Diethylphthalate ND 3590 5000 71.8 3460 5000 69.2 57-112 3.7 30
Di-n-butylphthalate ND 3660 5000 73.2 3490 5000 69.8 54-118 a8 30
Pyrene ND 3720 5000 74.4 3550 5000 71.1 43-119 4.5 30
bis (2-Ethylhexyl)phthalate ND 3560 5000 71.1 3200 5000 64.1 57-116 10.4 30
Di-n-octylphthalate ND 3650 5000 73 3370 5000 67.3 32-152 8.2 30
SURROGATE RECOVERIES: : MS %R MSD %R %R Limits
Nitrobenzene-ds 65 62 30-130
2-Fluorobiphenyl 74 71 30-130
Terphenyl-dl4 72 72 30-130

'nc' indicates sample >4X spike level.
t+1 indicates a recovery outside of standard limits.

Matrix Spikes for 006557-20, BNA'S (METHOD 8270) Page 1 of 1
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ARDL, INC.

Lab Report No: 006558

BLANK SPIKE/SPIKE DUPLICATE REPORT
400 Aviation Drive;

P.O. Box 1566

Mt. Vernon,

Report Date:

62864

11/04/2013

Project Name: MAKAU MILITARY RES O

Project No.:

Analysis: BNA'S (METHOD 8270)

Analytical Method: 8270C

Prep Method: 3550A

Matrix: QC Material QC Batch: B6635 Prep. Date: 10/29/2013
Amount Used: 5g Level: LOW Analysis Date: 10/31/2013
Spike Spike Spike Duplicate Duplicate Duplicate Recovery RPD
Parameter Result Level % Rec Result Level % Rec Limits RPD Limit
Dimethylphthalate 3690 5000 74 -- -- - 67-104 - --
Diethylphthalate 3800 5000 76 -- -~ -- 65-108 -- --
Di-n-butylphthalate 3820 5000 76 -- -- -- 68-115 -- -
Pyrene 3920 5000 78 - - - 47-122 -- --
bis(2-Ethylhexyl)phthalate 3760 5000 75 -- - - 52-128 - -
Di-n-octylphthalate 3830 5000 77 -- -- - 36-150 -- --
SURROGATE RECOVERIES: Spike %R Duplicate %R %R Limits
Nitrobenzene-d4s 76.5 -- 30-130
2-Fluorobiphenyl 83.6 -- 30-130
Terphenyl-dl4 81.6 -- 30-130

'+*' indicates a recovery outside of standard limits.

Spike Blanks for 006558-02, BNA'S (METHOD 8270)

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

Page 1 of 1
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MATRIX SPIKE/SPIKE DUPLICATE REPORT

ARDIL, INC. 400 Aviation Drive; P.O. Box 1566 Mt. Vernon, IL 62864
Lab Report No: 006558 Report Date: 11/04/2013
Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) Analytical Method: 8270C
Project No.: Prep Method: 3550A
Field ID: MAKOQ030C Prep. Date: 10/29/2013 ARDL Lab No.: 006558-02
Desc/Location: MAKAU MILITARY RESERV ORH Amount Used: 5 g Lab Filename:
Sample Date: 09/23/2013 % Moisture: No Moisture Present Received Date: 10/23/2013
Sample Time: 0833 QC Batch: B6635 Analysis Date: 11/01/2013
Matrix: TISSUE Level: LOW
Sample MS MS MS MSD MSD MSD % Rec RPD
Parameter Result Result Level % Rec Result Level % Rec Limits RPD Limit
Dimethylphthalate ND 3440 5000 68.9 3440 5000 68.8 57-110 0.2 30
Diethylphthalate ND 3490 5000 69.7 3460 5000 69.2 57-112 0.8 30
Di-n-butylphthalate ND 3630 5000 72.5 3560 5000 71.2 54-118 1.8 30
Pyrene ND 3650 5000 73 3620 5000 72.4 43-119 0.9 30
bis(2-Ethylhexyl)phthalate ND 3550 5000 71 3580 5000 71.7 57-116 1 30
Di-n-octylphthalate ND 3620 5000 72.4 3650 5000 73.1 32-152 0.9 30
SURROGATE RECOVERIES: MS %R MSD R %R Limits
Nitrobenzene-ds 70 71 30-130
2-Fluorobiphenyl 79 78 30-130
Terphenyl-dl4 77 77 30-130

'nc' indicates sample >4X spike level.

'+1 indicates a recovery outside of standard limits.

Matrix Spikes for 006558-02, BNA'S (METHOD 8270)

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

Page 1 of 1

Page 45 of 283




METHOD BLANK REPORT

ARDIL, Inc. 400 Aviation Drive;

Mt. Vernon, Illinois 62864

Lab Report No: 006557

Report

Date: 11/0

P.O. Box 1566

4/2013

Project Name: MAKAU MILITARY RES O

Analysis: BNA'S (METHOD 8270)

Project No.: Analytical Method: 8270C

NELAC Certified - IL100308

Prep Method: 3550A

006557~-20B1

|
I
|
|
| Field ID: NA ARDL Lab No.:
| Desc/Location: NA Lab Filename: E1030314
| Sample Date: NA Received Date: NA
| sample Time: NA Prep. Date: 10/28/2013
| Matrix: QC Material Analysis Date: 10/30/2013
| Amount Used: 5 g Instrument ID: BG5S
| Final Volume: 1 mL QC Batch: B6634
| % Moisture: NA Level: LOW
|
| Method Reporting Data
| Parameter ' Limit Limit Result Flag Units
l
| Dimethylphthalate 200 1000 ND UG/KG
| Diethylphthalate 200 1000 ND UG/KG
| Di-n-butylphthalate 200 1000 ND UG/KG
| Pyrene 200 1000 ND UG/KG
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG
| Di-n-octylphthalate 200 1000 ND UG/KG
|
| SURROGATE RECOVERIES: Limits Results
[Nitrobenzene-d5 30-130 74%
| 2-Fluorobiphenyl 30-130 82%

30-130 82%

| Terphenyl-d14

1

Surrogate recoveries marked with '*!

Blank for Run B6634, BNA'S (METHOD 8270)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

indicates they are outside standard limits.
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METHOD BLANK REPORT
ARDL, Inc. 400 Aviation Drive; P.0O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006558 Report Date: 11/04/2013
| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270)
| Project No.: Analytical Method: 8270C |
| NELAC Certified - IL100308 Prep Method: 3550A |
|
} Field ID: NA ARDL Lab No.: 006558-02B1
| Desc/Location: NA Lab Filename: E1031320 |
| Sample Date: NA Received Date: NA |
| Ssample Time: NA Prep. Date: 10/29/2013 |
| Matrix: QC Material Analysis Date:  10/31/2013 |
| Amount Used: 5 g Instrument ID:  AGS |
| Final Volume: 1 mL QC Batch: B6635 |
| % Moisture: NA Level: LOW |
I l
| Method Reporting Data |
| Parameter Limit Limit Result  Flag Units |
| I
| Dimethylphthalate 200 1000 ND UG/XG |
| Diethylphthalate 200 1000 ND UG/KG |
| Di-n-butylphthalate 200 1000 ND UG/KG |
| Pyrene 200 1000 ND UG/KG [
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG |
| Di-n-octylphthalate 200 1000 ND UG/KG |
| l
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-d5 30-130 76% |
| 2-Fluorobiphenyl 30-130 83% |
| Terphenyl-d14 30-130 77% |
l

l

Surrogate recoveries marked with '#' indicates they are outside standard limits.

Blank for Run B6635, BNA'S (METHOD 8270) Page 1 of 1
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4B

SEMIVOLATILE METHOD BLANK SUMMARY

EPA SAMPLE NO.

BLANK B10108

Lab Name: ARDL, INC. Contract: ---
Lab Code: --- Case No.: ——- SAS No.: —-=- SDG No.: —-—-
Lab File ID: E1030314 Lab Sample ID: 006557-20B1
Instrument ID: AGH Date Extracted: 10/28/13
Matrix: (soil/water) TISSUE Date Analyzed: 10/30/13
Level: (low/med) —— Time Analyzed: 17:10
THIS METHOD BLANK APPLIES TO THE FOLLOWING SAMPLES, MS, AND MSD:
LAB LAB DATE
EPA SAMPLE NO. SAMPLE ID FILE ID ANALYZED
01| SPBK B10108 006557-20K1 E1030315 10/30/13
02| MAKOOQILC 006557-01 E1030316 10/30/13
03| MAK0O02C 006557-02 E1030317 10/30/13
04] MAKOO4cC 006557-03 E1030318 10/30/13
05 MAKOO5C 006557-04 E1030319 10/30/13
06] MAKOO6C 006557-05 E1031310 10/31/13
07] MAKOOQ7C 00655706 E1031311 10/31/13
08] MAK0O08C 006557-07 E1031312 10/31/13
09] MAKOQ9C 006557-08 E1031313 10/31/13
10| MAKO1l0C 006557-09 E1031314 10/31/13
11| MAKO14cC 006557-10 E1031315 10/31/13
12] MAKO15cC 006557-11 E1031316 10/31/13
13| MAKO32C 006557-20 E1031317 10/31/13
14{ MAK0O32CMS 006557-20MS E1031318 10/31/13
15| MAKO32CMSD 006557-20MD E1031319 10/31/13
16
17
18
19
20
21
22
23
24
25
26
27
28
29
30
COMMENTS :
page 1 of 1 FORM IV SV 3/90
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4B

SEMIVOLATILE METHOD BLANK SUMMARY

EPA SAMPLE NO.

BLANK B10111

Lab Name: ARDL, INC. Contract: ---
Lab Code: -—-- Case No.: -—- SAS No.: ——- SDG No.: -—-
Lab File ID: E1031320 Lab Sample ID: 006558-02B1
Instrument ID: AGbS Date Extracted: 10/29/13
Matrix: (soil/water) TISSUE Date Analyzed: 10/31/13
Level: (low/med) - Time Analyzed: 20:04
THIS METHOD BLANK APPLIES TO THE FOLLOWING SAMPLES, MS, AND MSD:
LAB LAB DATE
EPA SAMPLE NO. SAMPLE ID FILE ID ANALYZED
01| SPBK B10111 006558-02K1 £E1031321 10/31/13
02} MAKO018C 006557-12 E1031322 10/31/13
03] MAKO19C 006557~13 FE1031323 10/31/13
04] MAK020C 006557-14 FE1031324 10/31/13
05| MAKO22C 006557-15 FE1101305 11/01/13
06| MAK024C 006557-16 E1101306 11/01/13
07| MAKO25C 006557~17 E1101307 11/01/13
08| MAKO026C 006557-18 £1101308 11/01/13
09| MAK027C 006557-19 E1101309 11/01/13
10| MAKO29C 006558-01 £E1101310 11/01/13
11} MAKO30C 006558~02 E1101311 11/01/13
12{ MAKO30CMS 006558-02MS E1101312 11/01/13
13| MAKO30CMSD 006558-02MD £E1101313 11/01/13
14} MAKO031C 006558-03 E1101314 11/01/13
151 MAK028C 006558-04 FE1101315 11/01/13
16
17
18
19
20
21
22
23
24
25
26
27
28
29
30
COMMENTS :
page 1 of 1 FORM IV SV 3/90
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8B
SEMIVOLATILE INTERNAL STANDARD AREA AND RT SUMMARY

Lab Name: ARDL, Inc. Contract: ---
Lab Code: --- Case No.: =--- SAS No.: —-—-— SDG No.: —=--
Lab File ID (Standard) :E1030310 Date Analyzed: 10/30/13
Instrument ID: AGS Time Analyzed: 14:26
I1S1(DCB) I1S2 (NPT) IS3 (ANT)
AREA #| RT # AREA # RT # AREA #| RT #
12 HOUR STANDARD 1978845 7.45 7315795 9.42 4301435 12.34
UPPER LIMIT 3957690 7.95 14631590 9.92 8602870 12.84
LOWER LIMIT 989423 6.95 3657898 8.92 2150718 11.84
EPA SAMPLE NO.
1] BLANK B10108 1846727 7.45 6933830 9.41 4091062 12,33
2| SPBK B10108 1984603 7.45 7413783 9.41 4332357 12.33
3] MAKO0OO1C 2048277 7.45 7541753 9.41 4462113 12.33
41 MAKQ02C 2056214 7.45 7676960 9.42 4451347 12.33
5 MAKOO0O4cC 2125793 7.45 7929031 9.41 4616701 12,33
6] MAKOOS5C 2014575 7.45 7451130 9.41 4392043 12.33
5
8
9
10
11
12
13
14
15
16
17
18
19
20
21
22
IS1 (DCB) = 1,4-Dichlorobenzene-d4

IS2 (NPT)
IS3 (ANT)

Naphthalene-d8
Acenaphthene-d10

1l

+100% of internal standard are
-50% of internal standard area

.50 minutes of internal standard RT

.50 minutes of internal standard RT

i

AREA UPPER LIMIT
AREA LOWER LIMIT
RT UPPER LIMIT
RT LOWER LIMIT

i
+ 1l

Il
1

# Column used to flag internal standard area values with an asterisk
* Values outside of QC limits

page 1 of 2 FORM VIII SV-1 3/%0
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SEMIVOLATILE INTERNAL

8C
STANDARD AREA AND RT SUMMARY

Lab Name: ARDL, Inc. Contract: ---
Lab Code: -=-= Case No.: -—- SAS No.,:——— SDG No.: —-——-—
Lab File ID (Standard):E1030310 Date Analyzed: 10/30/13
Instrument ID: AGH Time Analyzed: 14:26
IS4 (PHN) IS5(CRY) IS6 (PRY)
AREA # RT # AREA # RT # AREA # RT #
12 HOUR STANDARD 7468671 14.91 8866680 20.58 7174451 25.49
UPPER LIMIT 14937342 15.41 17733360 21.08 14348902 25.99
LOWER LIMIT 3734336 14.41 4433340 20.08 3587226 24,99
EPA SAMPLE NO.
1{ BLANK B10108 7354272 14.90 8610891 20.56 7705166 25.48
2| SPBK B10108 7738584 14,90 9228679 20.56 8399376 25.48
3] MAKOO1LC 7913613 14.90 9357914 20.56 8493115 25.48
41 MAKO0Q02C 7922280 14.90 9638123 20.56 8781196 25,49
5 MAKO004C 8293997 14.90 10028590 20.56 9040363 25.48
6] MAKOO5C 7743377 14.90 9161098 20.56 8314671 25.48
7
8
9
10
11
12
13
14
15
16
17
18
19
20
21
22
IS4 (PHN) = Phenanthrene-dl0
IS5 (CRY) = Chrysene-dl2
IS6 (PRY) = Perylene-dl2
AREA UPPER LIMIT = +100% of internal standard are
AREA LOWER LIMIT = -50% of internal standard area
RT UPPER LIMIT = +.50 minutes of internal standard RT
RT LOWER LIMIT = -.50 minutes of internal standard RT
# Column used to flag internal standard area values with an asterisk
* Values outside of QC limits
FORM VIII SV-2 3/90

page 2 of 2

ARDL Inc
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SEMIVOLATILE INTERNAL

8B
STANDARD AREA AND RT SUMMARY

Lab Name: ARDL, Inc. Contract: ---
Lab Code: --- Case No.: =-=-- SAS No.: =—=-- 3SDG No.: -—--=
Lab File ID (Standard):E1030310 Date Analyzed: 10/30/13
Instrument ID: AGS Time Analyzed: 14:26
IS1(DCB) IS2 (NPT) IS3 (ANT)
AREA #| RT # AREA # RT # AREA #| RT #
12 HOUR STANDARD 1978845 7.45 7315795 9.42 4301435 12.34
UPPER LIMIT 3957690 7.95 14631590 9.92 8602870 12.84
LOWER LIMIT 989423 6.95 3657898 8.92 2150718 11.84
EPA SAMPLE NO.
1| MAKOO6C 1929808 7.45 7198305 9.41 4256913 12.33
2| MAK0O07C 2016414 7.45 7484987 9.41 4401094 12.33
3] MAKO0OO08C 1902403 7.45 7073538 9.41 4186309 12.33
4 MAKO0OO9C 1428650 7.45 5835769 9.41 3469213 12.33
5| MAK010C 1990803 7.45 7428307 9.41 4366971 12.33
6] MAKO14cC 2126496 7.45 7895277 9.42 4667900 12.33
71 MAKO15C 2153385 7.45 7962416 9.41 4700922 12,34
8] MAKO032C 1950119 7.45 7747908 9.41 4539941 12.34
9| MAKO032CMS 2113522 7.45 7874844 9.41 4602707 12.33
10f MAKO32CMSD 2163305 7.45 7994598 9.41 4551831 12.34
11] BLANK B10111 2182938 7.45 8069557 9.41 4794322 12.33
12] SPBK B10111 2103397 7.45 7737916 9.41 4545599 12.34
13| MAK018C 2053434 7.45 7670707 9.41 4505984 12.33
141 MAKO1l9C 2032418 7.45 7545040 9.41 4486161 12.33
15] MAK020C 2215345 7.45 8167249 9.41 4873143 12,33
16
17
18
19
20
21
22
IS1 (DCB) = 1,4-Dichlorobenzene-d4
IS2 (NPT) = Naphthalene-d8
IS3 (ANT) = Acenaphthene-dl0
AREA UPPER LIMIT = +100% of internal standard are
AREA LOWER LIMIT = -50% of internal standard area
RT UPPER LIMIT = +.50 minutes of internal standard RT
RT LOWER LIMIT = -.50 minutes of internal standard RT
# Column used to flag internal standard area values with an asterisk
* Values outside of QC limits
page 1 of 2 FORM VIII 8SV-1 3/90

ARDL Inc
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8C

SEMIVOLATILE INTERNAL STANDARD AREA AND RT SUMMARY
Lab Name: ARDL, Inc. Contract: ---
Lab Code: --- Case No.: —--- SAS No.: --- SDG No.: ---
Lab File ID (Standard) :E1030310 Date Analyzed: 10/30/13
Instrument ID: AGS Time Analyzed: 14:26
IS4 (PHN) IS5 (CRY) I56 (PRY)
AREA #| RT # AREA #| RT # AREA #1 RT #
12 HOUR STANDARD 7468671 14.91 8866680 20.58 7174451 25.49
UPPER LIMIT 14937342 15.41 17733360 21.08 14348902 25.99
LOWER LIMIT 3734336 14.41 4433340 20.08 3587226 24,99
EPA SAMPLE NO.
1[MAKOO6C 7511395 14.90 8916458 20.57 8599196 25.50
2|MAKOQ7C 7828033 14,90 9271350 20,57 9706118 25.49
3IMAKOO08C 7447682 14,90 8908325 20.56 9495953 25.49
4|{MAKOOSC 6121459 14,90 7054154 20.56 7314504 25.48
5|MAK010C 7747967 14,90 9074694 20.57 9640336 25.49
6|MAKO14C 8281406 14.90 9868510 20.57 10365140 25.50
7|MAKO15C 8247662 14.90 9599442 20.58 10009819 25.50
8 [MAKO32C 8078836 14,90 9455957 20.57 9713059 25.50
9IMAKQO32CMS 8146519 14,91 9660405 20.57 9982357 25.49
10|MAKO32CMSD 8240104 14,90 9870549 20,57 10131496 25,49
11|BLANK B10111 8592513 14.90 10078894 20.57 10932026 25.49
12{SPBK B10111 8043224 14.90 9449063 20,57 10275452 25.50
13[MAKO18C 7981685 14.90 9594250 20.57 9720053 25.50
14]MAKO19C 7807237 14,90 9376600 20.57 9551307 25.50
15|MAK020C 8549723 14,90 10287178 20.57 10908806 25.50
16
17
18
19(0
20]|0
2110
22
IS4 (PHN) = Phenanthrene-dl0
IS5 (CRY) = Chrysene-dl2
IS6 (PRY) = Perylene-dl2
AREA UPPER LIMIT = +100% of internal standard are
AREA LOWER LIMIT = -50% of internal standard area
RT UPPER LIMIT = +.50 minutes of internal standard RT
RT LOWER LIMIT = -.50 minutes of internal standard RT
# Column used to flag internal standard area values with an asterisk
* Values outside of QC limits
page 2 of 2 FORM VIII SV-2 3/90

ARDL Inc
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8B
SEMIVOLATILE INTERNAL STANDARD AREA AND RT SUMMARY

Lab Name: ARDL, Inc. Contract: ---
Lab Code: -—- Case No.: —-—- SAS No.: —=--— SDG No,: —---
Lab File ID (Standard):E1030310 Date Analyzed: 10/30/13
Instrument ID: AG) Time Analyzed: 14:26
IS1 (DCB) IS2 (NPT) IS3 (ANT)
AREA  #| RT # AREA  #| RT # AREA #[ RT #
12 HOUR STANDARD 1978845 7.45 7315795 9.42 4301435 12.34
UPPER LIMIT 3957690 7.95 14631590 9.92 8602870 12.84
LOWER LIMIT 989423 6.95 3657898 8.92 2150718 11.84
EPA SAMPLE NO.
1| MAKO022C 2215345 7.45 8167249 9.41 4873143 12.33
2| MAKO024cC 2261524 7.45 8360009 9.42 4927916 12.33
3| MAK025C 2006843 7.45 7433749 9.41 4343119 12.33
41 MAK026C 2187094 7.45 8130655 9.41 4787906 12,34
5[ MAK027C 2209299 7.45 8188629 9.41 4833893 12.34
6| MAK029C 2186753 7.45 8079427 9.41 4752064 12.33
71 MAKO30C 1938215 7.45 7254009 9.41 4262561 12.33
8| MAKO30CMS 2158158 7.45 8020015 9.41 4698427 12.33
9 MAKO30CMSD 2144115 7.45 7933990 9.41 4650542 12.34
10| MAKO31C 2252072 7.45 8300723 9.41 4847719 12.34
11| MAK028C 2331969 7.45 8604658 9.41 5039307 12.33
12
13
14
15
16
17
18
19
20
21
22
IS1 (DCB) = 1,4-Dichlorobenzene-d4
IS2 (NPT) = Naphthalene-d8
IS3 (ANT) = Acenaphthene-dlo0

+100% of internal standard are
-50% of internal standard area

.50 minutes of internal standard RT

.50 minutes of internal standard RT

AREA UPPER LIMIT
AREA LOWER LIMIT
RT UPPER LIMIT =
RT LOWER LIMIT

|
I+ 1

# Column used to flag internal standard area values with an asterisk
* Values outside of QC limits

page 1 of 2 FORM VIII SvV-1 3/90
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SEMIVOLATILE INTERNAL

8C
STANDARD AREA AND RT SUMMARY

Lab Name: ARDL, Inc. Contract: -—-
Lab Code: --- Case No.: —--- SAS No.: --— SDG No.: ---
Lab File ID (Standard) :E1030310 Date Analyzed: 10/30/13
Instrument ID: AGS5 Time Analyzed: 14:26
IS4 (PHN) IS5 (CRY) IS6 (PRY)
AREA #| RT # AREA #{ RT # AREA # RT #
12 HOUR STANDARD 7468671 14.91 8866680 20.58 7174451 25.49
UPPER LIMIT 14937342 15.41 17733360 21.08 14348902 25.99
LOWER LIMIT 3734336 14.41 4433340 20.08 3587226 24,99
EPA SAMPLE NO.
1[MAKO22C 8549723 14.90 10287178 20.57 10908806 25.50
2|MAKO024C 8614217 14,90 10324411 20.57 10862029 25.49
3|MAKO25C 7658415 14.90 9052095 20.5606 9524138 25,49
4 |MAKO26C 8398676 14.90 10040444 20.57 10600221 25.49
5]MAKO027C 8605266 14.90 10184851 20.57 10684532 25,49
6|MAKQ029C 8351030 14.90 9998368 20.57 10265964 25.49
7|MAKO30C 7569609 14.90 8803247 20.56 9117075 25,49
8|MAKO30CMS 8213418 14.90 9945950 20.57 10205609 25.49
9[MAKO30CMSD 8194234 14.91 9787207 20.57 10012721 25.49
10|MAKO31C 8548551 14.90 10294793 20.57 10368234 25.49
11|MAKO28C 8878857 14.90 10699295 20,57 11125444 25,49
12
13
14
15
16
17
18
19
20
21
22
I34 (PHN) = Phenanthrene-dl0
IS5 (CRY) = Chrysene-dl2
IS6 (PRY) = Perylene-dl2
AREA UPPER LIMIT = +100% of internal standard are
AREA LOWER LIMIT = ~-50% of internal standard area
RT UPPER LIMIT = +.50 minutes of internal standard RT
RT LOWER LIMIT = -.50 minutes of internal standard RT
# Column used to flag internal standard area values with an asterisk
* Values outside of QC limits
page 2 of 2 FORM VIII SV-2 3/90
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Sample Preparation

Information
(Not Applicable for VOA Purge and Trap Method)

Rev. 1.0
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3550
8270 BNA Tissues

DATE : 10/ 28 /2013
CUST: Makau Military Reservation Oahu

SAMPLES: BLK; SP BLK; 6557-1 thru 11, 20
QC SAMPLE: 6557-20ms/msd

SOLVENT USED: MeCL, # 0000057182
REAGENTS USED: Na,SO, # 0000047479

SURROGATE # 20006-050613 CONC BN 1000 PPM _X_ AMOUNT 25uL _ X__

SPIKE # 16088 CONC 250 PPM __X__ AMOUNT 100uL __ X __

BATCH # B10108

ARDL # 6557

EXTRACTION METHOD: SONICATION __X_ MED/LEVEL DILUTION

FINAL VOLUME 1 mL

EXTRACTION PERSONNEL: SMN, JAD

SPIKER: SMN WITNESS: JAD
SAMPLE # WEIGHT/G [ pH | Vi SAMPLE # WEIGHT/G [ pH [ Vi
BLK 5009 |- 1mL 6557-20 502g |- 1L
SP BLK 5.00 g i " 6557-20ms 5.00 g R
6557-1 ~ 5.02g " ‘ 6557-20msd 5.03 g E
6557-2 ~ 503g z C
6557-3 ~ 5.044g ; :
6557-4 ~ 5014 ‘ “
6557-5 5.029 v ‘
6557-6 5.02 g ‘ i
6557-7 5.01g " "
6557-8 5.02 g " ;
6557-9 5.04 g ‘ ‘
6557-10 5.01g i i
6557-11 5.01g i ‘
RECEIVED BY:/PE’A DELIVERED BY: S

DATE: /12/387 08 3

DATE:__ [0l28f|3
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3550 -
8270 BNA Tissues

DATE : 10/ 29 /2013
CUST: Makau Military Reservation Oahu

SAMPLES: BLK; SP BLK; 6557-12 thru 19; 6558-1 thru 5
QC SAMPLE: 6558-2ms/msd

SOLVENT USED: MeCL, # 0000057182
REAGENTS USED: Na,SO, # 0000047479

SURROGATE # 20006-050613 CONC BN 1000 PPM_X__ AMOUNT 25uL __X__

SPIKE # 16088 CONC 250 PPM __X__ AMOUNT 100 uL __ X__

BATCH # B10111

ARDL # 6557, 6558

EXTRACTION METHOD: SONICATION __X__  MED/LEVEL DILUTION

FINAL VOLUME 1 mL

EXTRACTION PERSONNEL: SMN, JAD

SPIKER: SMN ~ WITNESS: JAD
SAMPLE # WEIGHT/G | pH | Vf SAMPLE # WEIGHT/G | pH | VF
BLK 5009 |- TmL 6558-2msd 502g |- TmL
SPBLK 5.00g N 6558-3 5039 N
6557-12 5.04 g R 6558-4 5.00g I
6557-13 5.04 T 6558-5 5.04 g N
6557-14 501 g O
6557-15 5.04 g N
6557-16 5.04 g IR
6557-17 5.01g IR
6557-18 5.00 g I
6557-19 503 g EE
6558-1 5019 R
6558-2 5.00 g R
6558-2ms 501¢ ¢ “
RECEIVED BY: (PE I/A DELIVERED BY: £ e/
DATE: /(9/(9%/ GOl pate:.  lolza /%
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Absolute St
800-368-1131
www.absolutestandards.com

ards, Inc.

.

Certified Fie.. _rence Material CRM

ISO 90
ISO 17025-34- _.

T 38 Registered
~43 Accredited

Scopes: hitp J/IAbsoluteStandards.com

CERTIFIED WEIGHT REPORT

Lot #
Part Number: 20006 Solvent(s): 28951 Methylene chloride R 1 A ,
Lot Number: 050613 W, f 15 4 l\ﬁé«u—m
Description: LP Semi-Volatiles Base/Neutral Surrogate Standard / i ~ 050613
SOW July'91 GC/MS Calibration - 4 components Formulated By: Gabriel Helland DATE
) Expiration Date: 050618 ; .
! Recommended Storage: Refrigerate (4 °C) / %
Nominal Concentration (ug/mL): 1000 Cr o 050613
5E-05 Balance Uncertainty Reviewed By: Pedro L. Rentas DATE]
Weight(s) shown below were combined and diluted to: 200.0 0.007 Flask Uncertainty
MSDS Information
Lot Nominal ~ Purity Uncertaintys  Target Actual Actual Expanded  (Solvent Safety Info. On Attached pg.)
Comgound RM# Number Conc {pg/mL) (%) Purity - Weight(g) Weight(g) Conc (vg/mL) Uncertainty CAS# OSHA PEL (TWA) LD50
1. 2-Fluorobiphenyl 187 MKAA3698 1000 96 0.2 0.20832 0.20852 1001.0 0.0042  00321-60-8 N/A N/A
2. p-Terphenyl-d14 272 P-6109 1000 98 0.2 0.204Q7 0.20438 1001.5 0.0041  01718-51-0 1 ppm (CL) orl-bt 2400mgskg
3. Nitrobenzene-d5 229 U538P20 1000 99.7 0.2 0.20059 0.20091 1001.6 0.0040  04165-60-0 1 ppm (5mg/m3/8H)(skin)  orl-rat 640mg/kg
4, 1,2-Dichlorobenzene-d4 ‘128 SR-18653/12207DB2 1000 99 0.2 0.20201 0.20245 1002.2 0.0041  02199-69-1 50 ppm (300mg/m3) (CL) _ orl-rat 500mg/kg

Method GCSMSD-3.M: Column: SPB—'S (30m X 0.25mm ID X 0.25zm film thickness) Temp 1 = 50°C (lmm) Temp 2 =300°C (9min.), Rate = 10°C/min., Injector B=200°C, Detector B =

275°C, Split Ratio = 100:1, Scan Rate =2. Analysis performed by: Melissa Stonier.

Abundance

3.6e+07 i
3. 94e+07
3.2e+07

B3e+07
2.8e+07 3
2.6e+07 4

7.10

D7
2. 4e+07
2.2e+07

2e+07 4
1.8e+07 -
1.86e+07
T1.4e+07
1.2e+07 o

. 1e+0O7

8000000

6000000 -

4000000

2000000 7

(@] T

TIC: 20006.D

12({35

Time——> 5.00

N
T10.00

15.00  z0.00O 25.00 ' 30.00

Peak MSD RT

(min.)
7.10
7.97

12.35

21.93

Name
1,2-Dichlorobenzene-d4
Nitrobenzene-d5
2-Fluorobipheny!
p-Terphenyl-d14

H W N R

Part #

20006 Lot # 050613

ARDL Inc

1of2

Printed: 5/23/2013, 10:27:29 AM
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Certificate of Analysis

110 Benner Circle " FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.
Lot No.: A071610

Bellefonte, PA 16823-8812 Catalog No. : 31282

Tel: (800)356-1688

Description : Pyrene Standard

Fax: (814)353-1309 .
Expiration Date : January 2017

Storage: Room Temperature

Handling: Sonicate ampule 15 minutes prior to opening

Elution Order Compound Percent Concentration
Purity (weightivolume)

999.600 ug/ml

Pyrene 129-00-0

Solvent: Methanol 67-56-1

Column:
30m x.25mm x .25um
Rtx-5 (cat.#10223)

Carrier Gas: ) 1
hydrogen-constant pressure 10 psi. -1

Temp. Program: _
75°C {hold 1 min.) to 330°C ]
@ 20°C/min. {hold 5 min.) |

Inj. Temp:
250°C

. Det. Temp: j
330°C

Det. Type: 1
FID |

98%

99%

(e # Ltk

Adam Clark - QA Analyst Date Passed:  12/02/2009 Balance: 1128342314

Minutes

% Uncertainty
(95% C.L.; K=2)

+/-0.59 %

1 Expiration date of the unopened ampule stored at recommended temperature,

2A Purity was determined by one or more of the following techniques: GC/FID, HPLC, GC/ECD, GC/MS. Value rounded to
the nearest whole number. In addition to detectors listed above, chemical identity and purity are confirmed
using one or more of the following: MS, DSC, solid probe MS, GC/FPD, GC/NPD, GC/TC, FTIR, melting point, refractive
index, and Karl Fisher. See data pack or contact Restek for further details,

2B Compounds with a listed purity of less than 99% have been weight corrected to compensate for impurities.

2C Compounds with a fisted purity of less than 99% may be salts, derivatives, or hydrates. The listed purity is actually a
correction factor that was used to calculate the amount of compound necessary to achieve the desired concentration

@

of the parent compound.
2D Purity of isomeric compounds Is reported as the sum of the isomers, Value Is rounded to the nearest whole number

after summation,

3 Based upon gravimetric preparation with balance calibration verified using NIST traceable weights {seven mass levels).

4 Uncertainties determined using repeatability and reproducibllity data for balances and glassware from
measurement systems analysis methodology, balance and glassware tolerances, raw material purity, and,

where applicable, eccentricity and linearity values from an accredited cafibration laborfatory™

Manufactured under Restek's 1ISO 9001-2000
Registered Quality System

Certificate #FM80397
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RESTEK

110 Benner Circle
Bellefonte, PA 16823-8812
Tel: (800)356-1688

Fax: (814)353-1309

www.Restek.com

Certificate of Analysis

Catalog No. :

Description :

Container Size : 5

Expiration Date :

A D W N

Solvent:

Column:
30m x.25mm x .25um
Rtx-5 {cat.#10223)

Carrier Gas:

hydrogen-constant pressure 10 psi.

Temp. Program:
40°C (hold 2 min.) to 330°C
@ 10°C/min, (hold 10 min.)

Inj. Temp:
250°C

Det. Temp:
330°C

Det. Type:
FID

ARDL Inc

FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.

31031 Lot No.: A082358

606 Phthalate Esters Calibration Mix

'SV Mix, 600 Series Method, 606 Calibration Std, phthalate esters,

2,000pg/ml, Methanol, 1ml/ampule
2mlL Pkg Amt:5_>1mlL

October 2015 Storage:  10°C or colder

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

: Percent = 2 Grav. Conc. 3 Grav.Uncert.
El 2
: Dimethylphthalate 131-11-3 99% 2,000.0 ug/mL +/-11.6 ug/mL
Diethylphthalate ) 84-66-2 99% 2,000.0 ug/mL +~11.6 ug/mL
Di-n-butylphthalate 84-74-2 99% 2,000.0 ug/mL +/-11.6 ug/mL
Benzyl butyl phthalate 85-68-7 -~ 99% 2,000.0 ug/mL +/-11.6 ug/mL
Bis(2-ethylhexyl)phthalate 117-81-7 99% 2,000.0 ug/mL +/-11.6 ug/mL
Dj-n-octyl phthalate - 117-84-0 99% 2,000.0 ug/mL +/-11.6 ug/mL
Methanol 67-56-1 99%
>
i ©
o ™
N
T T by 1 7 — T i
0 5 10 15 20 25 31
Minutes
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Certificate of Analysis

DESCRIPTION: EPA 8270 GC/MS Tuning Solutlon

MFQ DATE: Max-2012

CATALOG NO.: 47387

10T NO.:
(
SOTVENT': METHYLENE CHLORIDE

{00
LB91084 .

EXPIRATION DATE: Max-2015

- CAS PERCENT WEIGHT(3) ANALYTICAL(4) - STD SUPELCO
ANALYTE (1) NUMBER  PURITY(2) CONCENTRATION DEV LOT NO =
BENZIDINE ) 92-87-5 99.9 50.00 45,91 /- 2.902 LB83682
DFTPP . 5074~71-5 99.3 50.10 46.33 +/-  0.585 LB70119
- PENTACHLOROPHENOL: . ’ '87-86-5 99.9 50,10 47.29 +/~ 1,274 LB84380
4,41-DDT 50-29~3 96.0 50,02 46.21 +/~ 0.559 LA83013

!
{

¢

(1) DLilsted in a’lphal;etical oxdex,

(2) Detemmined by’capillary GC-FID, unless otherwise noted.

(3) NIST trateable weights are used to vexify balance calibration with the preparation of each lot. !
Concentration of analyte in solution isg ug/ml +/- 0.5%, uncertainty based upon balance and

Weights are corrected for amalytes less than 98% pure.

Class A volumetric glassware.
prepared reference lot. Mean of

(4) Determined by chromatographic analysis against an independently

repl icate inj ections,

ek

Elwood Doughty %mh;
Quality Control Supervisor : SUPELQQQ

Supelco warrants that its products conform to the Information contained in this publication. . Analytical
Purchaser must determine the suitability of the product for its paruculard u?e. Pl?as_? see the latest 595 North Harlson Road
C i i i i nditions of sale.
catalog f)r order Invoice and packing slip for additlonal terms and ¢o . Bolloforto, PA. 16823.0048 USA
Phone (814) 359-3441

¢
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Certi -ic:czté; off Analysis

DESCRIPTION: TCL Hazardous Subgtances Mix 2

CATATOG NO,: 48908 ° . ; : " MFQ DATE:  Feb-2011 :

.. T LOTNO.T. . T XBS2059 T T UL LT T I 70771 . EXPIRATION DATE: Feb-2014. T U7 T -

SOLVENT': METHYLENE CHLORIDE

CAS PERCENT WEIGHT(3) ANALYTICAL(4) 8TD SUPELCO
ANALYTE (1) NUMBER PURITY (2) CONCENTRATION DEV LOT NO

ANTLINE 62-53-3 99,9 2001 ' 2029 - +/- BLl,5 LA4L596
BENZYL ALCOHOL 100-51-6 99.9 2001 2075 +/~ 38.6 1BA48374
DIBENZOFURAN 132-64-9 98.9 2001 2008 +/~ 14.8 LB78B14
2-METHYINAPHTHALENE 91-57-6 98,3 2001 2044 +/= 11.6  LB44448
2-NITROANILINE 88-74-4 99,9 2001 2018 +/~ 17.9 1B49936
3-NITROANILINE 99-09-2 99.9 2001 2015 +/- 29.3 LB65269
4 -CHLOROANILINE 106-47-8 99.9 2001 2032 +/~ 16.1  LB19242
100-01-6 99.9 2002 21.00 +/~ 48,2 LB42566

4 -NITROANILINE

;

(1) Listed in alpha.betlcal order.

(2} Determined by capillary GC-FID, unless otherwise noted.

(3) NIsT traceabl:a weights are used to verify balance calibration with the preparation of each lot.
Concent¥ation of amalyte in solution is ug/ml +/~ 0.5%, uncertainty based upon balance and

Class A volumetric glassware. Weights are corrected for analytes legs than 98% pure.

(4) Determmined by chromatographic analysis against an independently prepared reference lot. Mean of

replicate injections.

Elwood Doughty _§=zzﬁ=“=”:> ’
Quality Control Supervisor . A m S UPELQ@

Supelco warrants that its products conform to the Information contained In this publication. Analytical
Purchaser must determine the suitability of the product for its particular use. Please seq the latest ¥
catalog or order involce and packing slip for additional terms and conditions of sale. 595 North Harrison Road

X ) Bellefonte, PA 16823-0048 USA

Phone (814) 359-3441
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Certificate of Analysis

DESCRIPTION: Pyridine

CATALOG NO.: 48305-U

MFG DATE: Jun-2011
N j'hI‘..—O'i‘ ;\I‘O’.T‘A“ - HZ:B:?;]?BW‘;A‘» N S ~];J.Xﬁl?IIIAZR}A&T?[OI\J: DATE> LT'U;I ;0?1.11_ o T ; -
SOLVENT': METHANOL
CAS PERCENT WEIGHT(2) ANALYTICAL(3) STD SUPELCO
ANALYTE NUMBER ?URITY( 1) CONCENTRATION DEV LOT NO
PYRIDINE (LOW WATER) 110-86-1 99.9 2000 1978 wf= 4.0 LB55487

K
(1) betexmined by capillary GC-FID, unless otherwise noted.

So(2)

Class A volumetric glasaware,
(3)
replicate injections.

/

D e

Elwood Doughty
Quality Control Superwsor

Supelco warrants that its products conform to the information contained in this publication.
Purchaser must determine the suitability of the product for its particular use. .Please see the latest
catalog or order Invoice and packing slip for additionaf terms and conditions of sale.

’

NIST traceable weights are uséd, to verify balance calibration with the Qrebaration of each lot.
Conicentration of analyte in solution is,ug/ml +/- 0.5%, ungertainty basged upon balance and -

l Weights are corrected for analytes less than 98% éure.
Detexmined by chromatographic analysis against an independently prepared reference lot. Mean of

:’" o SUPEL G@

Analytical
595 North Harrison Road
Bellefonte, PA  16823-0048 USA
Phone (814)359-3441
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DESCRIPTION:

Semivolatile Intermal Standard Mix
CATALOG NO.: 48902 MFG DATE: May-2011
. TTTTTIOT NOLL - - S LR84g1T - T T T I T T T ITT T TIT L"EXPIRATIONS DATE SMay=2014 7o L T T SR

(o7:¥:) PERCENT WEIGHT(3) ANALYTICAL(4) STD SUPELCO

ANALYTE (1) NUMBER  PURITY(2) CONCENTRATION DEV LOT NO
ACENAPHTHENE-D10 15067-26~2 99.3 2000 1935 /- 6.5 LE67842
CHRYSENE-D12 1719-03~5 99.9 2000 1859 +/~ 27.8 LB78331
NAPHTHALENE-D8 1146-65-2 39.9 2000 1930 +/~ 21,2 LB80207
PERYLENE-D12 1520-96-3 99,9 2000 1982 +/- 62.2 LB78404

PHENANTHRENE-D10 1517-22~2 99.4 2000 1920 +/- 12,6 1.B80379 -

3855-82~-1 98,7 2000 1940 +/- 22,6 1.B82415

1,4-DICHLORCBENZENE-D4

Certificate of ﬂna@;sis

(1)
(2)
(3)

(4)

/
£

.

Listed in alphabetical order.

Determined by capillary GC-FID, unless otherwise noted.

NIST traceable weights are used to verify balance calibration with the preparation of each< lot
Concentration of analyte in solution is ug/ml +/- 0.5%, uncertainty based upon balance-.and

Class A volumetrlc glassware. Weights are corrected for analytes less than 98% pure.

Determined by chromatographic a_nalysls against an 1ndependent1y prepared reference lot. Mean of

replicate injections.

T D
.

Elwood Doughty
Quality Control Supervisor

Supelco warrants that its products conform to the information contained-In this publication. Analvtical
Purchaser must determine tﬁe sultability of the product for its particular use. Please see the latest rnalytica
catalog or order involce and packing slip for additional terms and conditions of sale. 596 North Harrison Road
Bellefonts, PA 16823-0048 USA
' i Phone (814) 359-3441

U SUPELCO
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l4-CHLOROPHEN'YI:PHEN’YT_| ETHER 7005-~72-3

/

!

IListed in alphabetical order.

(1)
Determined by capillary GC-FID, unless otherwise noted.

T(2)
(3}

Concent/ration of analyte in solution is ug/ml +/~ 0.5%, uncertaint
Weights are corrected for analytes

s agalnst an 1ndependent1y pY

Class A volumetric glassware.
Determined by chromatographic analysis

replicate injections.

(4)

e, ket

Elwood Doughty
Quality Control- Superwsor

ucls conform to the information contained In this publication.
duct for its particular use. Please see the latest

onal terms and conditions of sale.

Supelco warrants that its prod
Purchaser must determine the suitability of the pro
catalog or order involce and packing slip for additi

Certificate of Analysis

NIST tracea_ble welghts are used to verify balance calibration with the preparat:l.

DESCRIPTION: TCL Base Neutrals, Mix 1
CATALOG NO.: 48900-U MFG DATE: Oct-2011
.77 U rorT NO.: - LBB7423 - - - - - 2 s " ' EXDPIRATEON DATE: Oct-2014- - ST e T T e
SOLVENT: METHYLENE CHLORIDE
- cAS DPERCENT WEIGHT(3) ANALYTICAL(4) STD SUPELCO
ANALYTE (1) NUMBER  PURITY(2) CONCENTRATION DEV LOT NO
BENZYI: BUTYL PHTHALATE 85-68~7 98.6 2000 2081 . +/-. 26,0 LB60340
BIS (2-CHLOROETHOXY) METHANE 111-91-1 98.5 2000 2061 +/- 0.1 LB71304
BIS (2-CHLOROETHYL) ETHER 111-44-4 99.9 2000 2056 . 4+/- 6,2 LB33319
BIS (2-CHLOROLSOPROPYL) ETHER 108-60-1 97.4 2001 1982 +/~ 4.4 1B84548
BIS (2-ETHYLHEXYL) PHTHALATE 117-81~7 99.7 2000 2071 +/- 24,6 LB58359
DI-N-BUTYL PHTHALATE 84-74-2 99.5 2000 2073 +/~ 13.6 LB64921
DI-N-OCTYL PHTHALATE 117-84-0 99.9 2000 2130 +/~ 25.5 LB83131
DIETHYL PHTHALATE 84-66-2 99.2 2000 2077 +/~ 17.9 LB60384
DIMETHYI, PHTHALATE 131-11-3 - 99.9 2000 2064 +/- 3.3 LB30494
N-NITROSODI-N-PROPYLAMINE 621-64-7 93,9 . 2000 2040 +/- 3.1 LB79763
N-NITROSODIMETHYLAMINE 62-75-9 99.9 12000 2049 +/~ 6.1 LB83854
N-NITROSODIPHENYLAMINE 86-~30-6 98.6 / 2000 1983 +/- 60,3 LBL7295
| . 4-BROMOPHENYLPHENYL, ETHER 101-55-3 98.8 12000 2073 +/- 6.1 1LB63786
99.9 2000 2060 +/- 26,9 LB72185

on, of" each lob.
vy based upon balance and.
less thdn 98% pures

epared reference lot. Mean of

@sueeLco

595 North Harrison Road
" Bellefonte, PA 16823-0048 USA
Phone (814) 359-3441

ARDL Inc
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Certiﬁcate qf ﬁlna@&is'

CATALOG NO.: 48305-U MFG DATE: Apr-2012

- | T TLoTNOL YL T T&jB92157”—_.‘T'TT4.'i““i"‘ -— - EXPIRATION:DATE: APL-2015—— : = ==~ = =« o - = e = =

CAS  PERCENT WEIGHT(3) ANALYTICAL(4) STD SUPELCO

ANALY'TE {1) NUMBER  PURITY({2) CONCENTRATION DEV LOT NO
ACENAPHTHENE 83-32-3 | 99.9 2000 2017 . +/~ 96.5 1LB82590
ACENAPHTHYLENE 208-96-8 99.9 2000 2120 +/- 5.1 1B84923
ANTHRACENE 120-12-7 99.5 2000 2163 +/- 56.3 LB77576
BENZO (A) ANTHRACENE 56-55-3 999 (a) 2000 2117 +/~ 24,3 1B89579
BENZO (A) PYRENE 50-32-8 99.9 (a) 2000 2076 +/- 10.4 LB79478
BENZO (B) FLUORANTHENE 205-99-2 98.1 2000 2060 +/- 31,9 LB90241
BENZO (G,H,I) PERYLENE 191-24-2 99.6 2000 2121 +/- 0.8 LB62550
BENZO (K) FLUORANTHENE 207-08-9 99.9 2000 2105 +/- 22,4 LB85440
CHRYSENE 218-01-9 98,4 2000 2150 +/~ 60,2 LB85109
DIBENZ {A,H) ANTHRACENE 53-70-3 99.9 2000 , 2142 +/- 8.8 LB87229
FLUORANTHENE 206-44-0 99.5 1 Zooo 2128 +/- 12,1 LB36331
FLUORENE 86-73~7 98.5 ) 2000 " 2036 +/~ 49.1 LB82164
INDENO {1,2,3-CD) PYRENRE 193-39-5 99.9 ! 2000 2066 +/- 13.4 LB90242
- NAPHTHALENE -91-20-3 9.9 - 2000 2118 +/- 4.3 LB77841
' PHENANTHRENE 85-01-8 99.1 2000 2111 +/- 20,5 LB68872
PYRENE 129-00-0 ) 97.5 . 2000 2131 © 4/~ 9.3 IB70761

’
/

(1) Listed in alphapetical order.
2) Determined by capillary GC-FID, unless otherwise noted.

a) HPLC UV-254nM
NIST trdceable weights are used to.verify balance calibration with the preparation of each lot.

Concentration of apalyte in solution is ug/ml +/- 0.5%, uncertainty based upon balance and
Weights are corrected for analytes less than 98% pure.

(3)

Class A volumetric glassware.
{4) Determined by chromatographic analysis against an independently prepared refexrence lot. Mean of

replicate injections.

e,

— onGifth
glwolod C[))oughlty _%—-—&;
uality Gontrol Supervisor ) ﬁ SUPEL @@g
i\

Supelco warrants that its products conform to the information contalned In this publication. éy iical
Purchaser must determine the suitability of the product for its particular use, Please see the latest A nalytica
catalog or order involce and packing slip for additional terms and conditions of sale. 595 North Harrison Road
. Bellefonts, PA 16823-0048 USA
' Phone (814) 359-3441
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DESCRIPTION: TCL Phenols Mix

CATALOG NO.: 48904

=
I.B92624

LOT NO. @

SOLVENT: METHYLENE CHLORIDE

, CAS  PERCENT WEIGHT(3) ANALYTICAL(4) STD SUPELCO

ANALYTE (1) NUMBER  PURITY(2) CONCENTRATION DEV LOT NO
PENTACHLOROPHENOL 87-86-5 99.9 2000 1975 +/- 6.3 LB75554
PHENOL 108-95-2 99,9 2000 1963 +/- 5.4 ILB57703
2-CHLOROPHENOL 95-57-8 99.6 2000 1968 +/- 3.6 1BB83266
2-METHYL-4 , 6 ~-DINLTROPHENOL 534~52-1 99,9 2000 1971 +/~ 23,2 LB31592
2-NITROPHENOL 88-75-5 99.9 2000 1965 +/- 4.4 LB44736
2, 4-DICHLOROPHENOL 120-83-2 98.8 2000 1956 +/- 0.1 LB76837
2,4 ~DIMETHYLPHENOL: 105-67-9 99.9 2000 1972 +/- 2.6 LB88935
2,4—DIﬁITRopHENOL 51-28~5 98.6 - 2000 ‘1986 - +/- 28.4 1LB28389
2;4,6-TRICHLogoPHEN0L 88~06-2 99.9 2000 1959 +/- 0.1 LB65559
4 -CHLORO-3 ~-METHYL.PHENOL: 59-50~7 99.9 1 3000 1966 +/- 3.4 1LBB83265
100-02-7 2000 1967 +/- 18.6 LB83255

4-NITROPHENOL:

;
!

‘.

MEG DATE:

EXPIRATTION DATE:

99.9

Certﬁcate Of ﬂm@szls

May-2012

May-2015 ’

@
(2)
(3)

Listed in alphah;etical oxder.

Determined by,capillary GC-FID, unless otherwise noted.

NIST tra/ceable weights are used to verify balance calibration with the preparation of each lot.

Concentration of analyte in solution is ug/ml +/~ 0.5%,

uncertainty based upon balance and

Class A volumetric glassware.

Weights are corrected for analytes less than 98% pure.

(4)

Detexrmined by chromatographic analysis against an in

dependently prepared reference lot. Mean of

replicate injections.

4/7«@% oGt
Elwood Doughty MQ

Quality Control Supervisor

Supelco warrants that its products conform
Purchaser must determine the suitability of the pro
catalog or order involce and Packlng slip for addit

tonal terms and conditlons of sale.

to the Information contained in this publication.
duct for its parficular uss. Please see the fatest

P SUPELCO'

Analytical
595 North Harrison Road
Bellefonte, PA 16823-0048 USA
Phone (814) 359-3441

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

Page 82 of 283




Certificate of Analysis

DESCRIPTION: Semi-Volatile Base-Neutral Surrogate gpike Mix

CATATOG NO.: 48935 X MFG DATE:  Nov-2010

. _ EXPIRATION DATE: NOV-2013. - o Tl

cas PERCENT WEIGHT(3) ANALYTICAL (4) STD SUPELCO

ANALYTE (1) NUMBER  PURITY(2) @  CONCENTRATION * DEV LOT NO
NITROBENZENE-D5 4165-60-0 99,9 1000 1019 +/~ 17,7 LB47918
P-TERPHENYL-DL4 . 1718-51-0 99.9 1000 287 +/- 10.2 . LB77930
1., 2~-DICHLOROBENZENE~D4 2199-65%1 99.9 . 1000 1020 +/- 21,3 LB66630

321-60-8 99.9 1001 1019 /-~ 11,1 LB68246

2~ELUOROBIPHENYL

7

(1) Idisted in alpha/b'etical order.]

.(2) Determined by capillary GC-FID, unless otherwise noted. )

(3) NIST traceable weights are used to verlfy balance calibration with the preparation 6f each lot.
Concentfation of analyte in solution is ug/ml +/- 0.5%, uncertainty based upon balance and
Class A volumetric glassware. Welghts are corredted for analytes less than 98% pure.

(4) Determined by chromatographic analysis against an independently prepared reference lot. Mean of

replicate injections.

| g&m& ggr?tgglt)/supewisf@fé; o
B SUPELCO

Supelco warrants that its products conform to the information contained In this publication. Analytical
Purchaser must determine the suitability of the product for its part(ijcular u?e. PI(faas? see the latest 05 North Hanison Foad
t d packin dditional t and conditions of sale.
ca alog‘or order Involce and packing siip for additional terms ‘ Belono PA. 108090048 USA
' ' Phone (814) 359-3441

’
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Certificate qfﬂna[ysis

Semi-Volatile Acids Surrogate Spike Mix

DESCRIPTION:
CATALOG NO.: 48939 MFG DATE: Dec-2010
TT T ror Wo.r | CEB80sis < - 7 T - EXBIRATION DATE: Dag-20d3c - T T LT T e

SOLVENT: METHANOL

CAS PERCENT WEIGHT(3) ANALYTICAL(4) STD SUPELCO
ANALYTE (1) NUMBER  PURITY (2) CONCENTRATION DEV LOT NO
PHENOL-~D6 13127-88-3  99.9 2002 1887 +/- 8.3 1LB77381
2-CHI.OROPHENOL D4 93951-73-6  99.4 2002 1872 #/~ 7.1 LB74323
2-FLUOROPHENOL 367-12-4  99.9 2001 1862 +/- 9.0 1LB72440
118-79-6  99.9 2001, 1873 +/- 9.1 LB59603

2,4, 6-TRIBROMOPHENOL

2
b

Listed in alphahétical order,

Determined by, capillary GC-FID, unless othexrwise noted,

NIST traceable weights are used to verify balancea calibration with the preparatlon of each lot.
Concentration of amalyte in solution is ug/ml +/- 0.5%, uncertainty based upon.balance and
Weights are cbrrected for analytes less than 98% pure.

(1)
(2)
(3)

Class A volumetric glasaware.

(4) Detemmined by chromatographic analysis against an indepeudently prepared reference lot. Mean of

replicate J.nj ections.

ok Rontitr
I

Elwood Doughty
Quality:Control Supervisor

B SUPELCO

Supelco warrants that its products conform to tha Information contained -in this publication. Analvtical
Purchaser must determine the suitabliity of the product for its particular use. Please see the latest naiyti
catalog or order involce and packing slip for additional terms and conditions of sale. 595 North Harrison Road
. Bellefonte, PA  16823-0048 USA
' , Phone (814) 359-3441
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Certificate of Analysis

DESCRIPTION: TCL Base/Neutrals Mix 2

CATALOG NO,: 48120-U

MFG DATE:

Sep-2012

i
LOT NO.: LB95606 EXPIRATION DATE: Sep-2015

SOLVENT: METHYLENE CHLORIDE

CAS PERCENT WEIGHT (3)

ANALYTICAL(4) STD SUPELCO

ANALYTE (1) NUMBER  PURITY (2)
AZOBENZENE ' 103-33-3  99.9
CARBAZOLE 86-74-8  98.2
HEXACHLOROBENZENE 118-74-1  99.9
HEXACHLOROBUTADIENE 87-68-3 98.5
HEXACHLOROCYCLOPENTADIENE 97-47-4  98.8
HEXACHLOROETHANE 67-72-1 99.9
ISOPHORONE 78-59-1  99.1
NITROBENZENE 98-95-3 99.9
1,2-DICHLOROBENZENE 95-50-1  99.9
1,2, 4-TRICHLOROBENZENE 120-82-1  99.5
1,3 -DICHLOROBENZENE 541-73-1  99.9
1,4 -DICHLOROBENZENE : 106-46-7  99.9
2-CHLORONAPHTHALENE 91-58-7  99.9
2, 4-DINITROTOLUENE 121-14-2  96.0
2,6-DINITROTOLUENE 606-20-2  99.9

(1)
(2)
(3)

(4)

Listed in alphabetical order,
Determined by capillary GC-FID, unless otherwise noted.

NIST traceable weights are used to verify balance calibration with the

Concentration of analyte in solution is ug/ml +/- 0.5%,

2000
2000
2000
2000
2001
2000
2001
2000
2000
2001
2001
2000
2000
2001
2000

CONCENTRATION DEV LOT NO
1534 +/- 4,1 LB83060
1933 +/- 18.2  LB80615
1924 +/- 10,1 LB88881
1881 +/~- 7.0 LB75566
1926 +/- 6.7 LB95525
1944 +/- 11,2 LB23072
1882 +/- 2.2 LB45460
1936 +/~ 2.8 LB47070
1928 +/- 5.7 LA96474
1922 +/- 3,5 1B4B083
1936 +/- 5.9 LB6BO66
1936 +/- 5,8 LB83282
1945 +/- 2.0 LB86449
1949 +/- 3.7 LB46632
1928 +/- 3.6 LB79891

preparation of each lot.

uncertainty based upon balance and

Clase A volumetric glassware. Weights are corrected for analytes less than 98% pure.
Determined by chromatographic analysis against an independently prepared reference lot, Mean of

replicate injections.

Duan. Funk.

Duane Funk
Quality Manager
Supelco warrants that its products conform to the information contained in this publication.

Purchaser must determine the suitability of the product for its particular use. Please see the latest
catalog or order invoice and packing sfip for additional terms and conditions of sale.

(® SUPELCO

Analyiical
595 North Harrison Road
Bellefonte, PA  16823-0048 USA
Phone (814) 359-3441
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Certificate of ﬂna@sis

\> DESCRIPTION: TCL Hazardous Substances Mix 1
CATALOG NO.: 48907 MFG DATE: Sep-2012
'7-»-.,"'
LOT NO.: LB95713 EXPIRATION DATE: Sep-2015

"
v

SOLVENT: METHYLENE CHLORIDE

Ha 4

CAS  PERCENT WEIGHT(3) ANALYTICAL(4) STD SUPELCO

ANALYTE (1) - NUMBER  PURITY(2) CONCENTRATION DEV LOT NO
BENZOIC ACID 65-85-0  99.9 2000 2140 +/- 25.7 LB85791
2-METHYLPHENOL : 95-48-7  99.9 2000 2071 +/- 1.5 LB91878
2,4, 5-TRICHLOROPHENOL 95-95-4  99.9 2001 2082 +/- 3.5 LB35288
4~METHYLPHENOL 106-44-5  99.9 2000 1981 +/- 1.6 LB32518

(1) Listed in alphabetical order.

(2) Determined by capillary GC-FID, unless otherwise noted.

(3) NIST traceable weights are used to verify balance calibration with the preparation of each lot.
Concentration of analyte in solution is ug/ml +/- 0.5%, uncertainty based upon balance and-
Class A volumetric glassware. Weights are corrected for analytes less than 98% pure.

(4) Determined by chromatographic analysig against an independently prepared reference lot. Mean of

replicate injections.

Do, Funk

~ Duane Funk
- Quallty Manager . ” SUPELCO@
Supelco warrants that its products conform to the information contained in this publication. A A lviica
Purchaser must determine the suitability of the product for its particular use. Please see the latest Analytical
catalog or order invoice and packing slip for additional terms and conditions of sale. 595 North Harison Road
Bellefonts, PA  16823-0048 USA
Phone (814) 359-3441
s T ) —
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Certificate of Analysis

1
LOT NO.: LB95197 EXPIRATION DATE: Sep-2015

SOLVENT: METHANOL

CAS PERCENT WEIGHT(3) ANALYTICAL(4) STD SUPELCO

ANALYTE (1) NUMBER PURITY(2) CONCENTRATION DEV LOT NO
BENZIDINE ' 92-87-5 99.9 2000 2196 +/- 33.86 LB83682
3,3~-DICHLOROBENZIDINE . 91-94-1 99.9 2000 2082 /= 71.2 LB94134

(1) Listed in alphabetical order. i

(2) Determined by capillary GC-FID, unless otherwise noted.

(3) NIST traceable weights are used to verify balance calibration with the preparation of‘each lot.
Concentration of analyte in solution is ug/ml +/~ 0.5%, uncertainty baged upon balance and
Class A volumetric glassware. Weights are corrected for analytes less than 98% pure.

(4) Determined by chromatographic analysis against an independently prepared reference lot. Mean of

replicate injections.

Duon. Funk. I

Duane Funk :

Quality Manager ” SUPELCUQ
Supelco warrants that its products conform to the information contained in this publication. A analvtical = °
Purchaser must determine the suitability of the product for its particular use. Please see the latest . Anaiytica
catalog or order invoice and packing slip for additional terms and conditions of sale. 595 North Harison Hoad

Bellefonte, PA  16823-0048 USA
Phone (814) 359-3441
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' ABSOLUTE STANDARDS, INC.'+ 800-368-1131

Continued on Page

—

Read and Understood By

/Q% 0 st @ Yty

ARDL Inc Slgned : Report Numbers B8% & 6558 - Sea Cucumber - SemivSlignedo70c P.:mp 89 of




Notebook No. __M_Zd S 23
PROJECT i : Continued From Page

. P . s v T E T 1o T .
L Eatrt##: '33081 Laboratory Use Only - See MSDS | Ly,
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ﬁ" 2-Chloronaphthalene
. 1000 ug/mL in methanol 1mL .
ABSOLUTE STANDARDS, | C\. s 800\368-71471
L l{ N Y s

. RESTEK “t "
/:nfjjr || Catalog # 31011

This product is photosensitive,

SV Calibration Mix #5 \

2000 ug/mL each in Methylene Chioride N
Lot# A079874  Exp.Date: 032018 srqrafzs°0n%vinal

l‘llllll.«lf

.....

ESTEC

NS

BZ279 R Catt 31283
/ ¢ ‘4] {7 1- HelhylnaphlhaleneSiandard
' o '{',‘h%aé“a'" et E"B 06/2016 Store: Acom Temperatur

Restek Corporation - 110 Benner Circle - Belleforte, PA 16820

IIIIII

T I R i ¥
= .
| ol ‘. l_&
TEpTEC
= Vrm & sorfcets prior to Lwe,
¢ LA | 2-Nelhyhaphtilens Standad
[ 7 4 c&: / 1000 ughnd e2eh I Malhylene {Moride

Lot¥ ADB4B06 Exp: 10114 Store; Room Temp
Restek Coporation - 110 Benner Circle - Bellefonte, PA 18825 .

l

Lob

(,_‘
|\

N g

110 Benner Circls

RESTEK ¥

7 ;EKH"/‘D\ ‘gtaﬂetﬁoltgg.# 31284
2-Chloronaphthalene Standard

1000 ug/mL each in Methanol . RN
Lot# A088876  Exp,Date: 07/2019  Store: 26°C nominal

N
N

H \\ -
‘ A \
™
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Absolute Stz
800-368-1131
www.absolutestandards.com

‘ards, Inc.

=
-

: | 180 9C S Registered
Certified Rc.-rence Material CRM

ISO 17025-34 __-43 Accredited
Scopes; ﬁhﬂp://AbsoluteStandards.com

CERTIFIED WEIGHT REPORT . Lot # i
Part Number: 79091 Solvent(s): J24804 Methylene chloride [;
Lot Number: 021511 /j W%Z. Vo
Description: Pyridine ! 021511
: ~ Formulated By: Pat Scaturchio k DATE
Expiration Date: 021514 - : .
Storage: 4~ °C ) / ':1
Nominal Goncentration (ug/mb): 1000 o~ ) 021511
5E-05 Balance Uncertainty ) Reviewed By: Pedro L. Rentas : DATE|
Weight(s) shown below were combined and diluted to: 25.0 0.001 Flask Uncertainty - ”]
) ) MsDsS lnformatlon
- Lot Nominal  Purity Uncertainty; Target Actual Actual Expanded (Solvent Safety Info. On Attached pg.)
Compound RM# Nuriber  Conc (ug/mL)  (%6) Purity -+ Weight(g) Weight(g) Conc (ug/mL) Uncertainty CAS# OSHA PEL (TWA) ” LD50
- ; ‘
1. Pyridine 260 HS 00354ES 1000 99.8 0.2 0.02504 0.02518 1005.5 0.0056  00110-86-1 5 ppm (15mglm3/8H)" orl-rat 891ma/kg

delay =20 min. Analyst: Candice Warren

Method GC6MSD-LM: Column: (60m X 0.25mm X 1.5 zzm) Temp 1 =35°C (10min.), Temp 2 =200°C (8.75 min.), Rate =

4°C/min., Injector B= 200°C, Detector B = 220°';C Solvent
il

TIC: LBSBZ]?SOS‘l .D

Scan 889 (32.202 min): [BSB2]79091.D |

Abundance Abundance R |
' 79
| ' T
2200000 3215
2000000 ] 300000+ “\T -+
1800000 , .
] 250000
1600000
1400000 ] .
200000 -|
12000001
1000000 150000 !
800000 1 ;
' 100000 ] ;
600000 ] i
] ] |
4000001 { ‘
' 1 50000 1 39 ‘
200000 - - 5
3 &0 :i '
.- - 1
L 0 e e S T e T ot ddl 1§ 1242 198 248 37 ; - 544 .
Time-—= [ RN I ~‘I T B T 7+ T LI DL | Mz L LAy e M g s S e e e T T
N 2500 30.00. 3500 40.00 ° 45.00 50.00  55.00 ' = 50 100 150 200 250 800 350 400 450 500
Part# 79091 Lot# 021511 10f2 Printed: 9/29/2011,:5:47:28 PM
- * [
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RESTEK

,‘\

" 110 Benner Cifcle
Beuefonte, PA 16823-83812
Tel: (800)356-1688
Fax: (814)353-1309

Certificate of Analysis

www.Restek.com

FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.

Catalog No.: 31011 Lot No.: A079674

Description : SV Calibration Mix #5
SV Mix,\ CLP Method, Calibration Std #5, ‘610 PAH Mixture 2,000ug/mi,
CH2CI2, 1ml/ampule

Container Size : i’ 2mlL

Expiration Date:  March 2018

Pkg Amt:5_> 1 ml
Storage:  25°C nominal

Handliﬁg: This productis phofosensitive.
r'-E‘lut.io.n' Order i 'Compdu.nd. - |. . Purity., - '.(w::;i‘:;lsg;:i‘:;le) : 8

1 Naphthalene 91-20-3 ’ 2,000.0 ng/ml,
2 Acenaphthylene 208-96-8 i 2,000.0 ug/ml,
3 Acenaphthene 83-32-9 2,000.0 ug/nL,

(’ 4 Fluotene . 86737 G- 2,000.0 ug/nl
5 Phenanthrene 85-01-8 2,000.0 ug/ml,
6 " Authracene 120-12-7 2,000.0 ug/ml.
7 Fluoranthene 206-44-0 2,000.0 ug/mL,
-8 Pyrene 129-00-0 2,000.0 ng/ml,
9 Benz(a)anthracene 56-55-3 2,000.0 ug/mL
10 Chrysene 218-01-9 2,000.0 vug/mL
11 Benzo(b)fluorafithene 205-99-2 2,000.0 ug/mL,
12 Benzo(k)fluoranthene 207-08-9 2,000.0 ug/ml,
13 Benzo(a)pyrene 50-32-8 2,000.0 ng/mL, -
14 Indeno(1,2,3-cd)pyrene 193-39-5 2,000.0 ug/ml
15 Dibenz(a,b)anthracene 53-70-3 2,000.0 ug/mL
16 Benzo(g,h,i)perylene 191-24-2 ¢ 2,000.0 ug/ml,

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

+-11.6276 u

+-11.6276
+/-11.6276
+-11.6276
+/-11.6276
+/-11.6276
+/-11.6275
+/-11.6276
+/-11.6276
+/-11.6276
+~11.6276
+/<11.6276
+/-11.6276
+/-11.6276
+-11,6276
+-11.6276

*Grav.Uncert.” .4
{95% C.L.5 K=2)

g/ml
ug/mL
ug/mL
ug/mL
ug/mL
ug/mL
ug/mL
ug/mL
ug/mL
ug/mL
ug/mL
ug/ml,
ug/mL
ug/mL
ug/mL
ug/ml,
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'RESTEK
0 Bonier Cirels =
Bellefonte, PA 16823-8812

Tel: (800)356-1688
Fax: (814)353-1309

Certificate of Analysis’ KN

www.Restek.com

feference Materl] Produces
. Cafificatamazazol _ _ |

Testing Laboratory
Certificate $3222.02

FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.,

This Reference Material is intended for Laboratory Use Only as a standard for
the qualitative and/or quaniitative determination of the analyte(s) listed.

Lot No.: A086821

Catalog No.: 31007
Description : SV Calibration Mix #1

Calibration Std #1 2000ug/mL, Meihyl,ene Chloride, 1ml/ampul
PkgAmt: >1mL

Container Size : 2mlL
Expiration Date:  February 2015

Storage: 10°C or colder

CERTIFIED VALUES

T T T T T Tgompound .| Grav. Gonc.

~Elution~ Compound
. {weightivolume)

T | T Expanded Oncertainty

(95% C.L: K=2)

Or_der .
(1 Benzy! alcohol 2,000.0 ug/mL +- 117371  ug/ml Gravimetrio
CAS#  100-51-6 +/~  43.8488 ug/ml, Unstressed
Purity  99% +/-  43.8488 ug/mL, Stressed
2 4-Chloroaniline 2,000.0 ug/ml +- 11,7371 ug/mL Gravimetric
CAS#  106-47-8 +-~  43.8488 ug/ml, Unstressed
Purty  99% +/- 43.8488 . ug/mL Stressed
3 Z-Nitro aniline 2,000.0 ug/mL +-  11.7371 ug/ml, Gravimetric
CAS# 3874-4 +- 43.8488 ug/ml, Unstressed
Purity  99% +- 43,8488 ug/mL Stressed
4 3-Nifroaniline 2,0001 ug/ml +- 117379 ug/mL Gravimetric
CAS# 99092 +/- 43,8519 ug/mL Unstressed
Pulity  97% +- 438519  ug/mL Stressed
5 4-Nitroaniline 2,000.0 ug/mL +- 11,7371 ug/mL Gravimetric
CAS#  100-01-6 +- 43,8488 ug/mL Unstressed
Purity  99% +- 43,8488 ug/ml, Stressed
Solvent:  Methylene Chloride
CAS#  75-09-2
Purity 99%

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C
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Cerﬂﬂcate of AnalySIS

RESTE K

1 10 Benner ercle

* Bellefonte, PA 16823-8812
" Tel: (800)356-1688
Fax: (814)353-1309

FOR LABORATORY USE ONLY—READ MSDS PRIOR T 0. USE

Lot No.: A078618

Catalog No. : 31010

Description : SV Calibration Mix #4 ] ‘
SV Mix, CLP Method, Calibration Std #4, 2,000ug/ml, CH20CI2,
1mllampule

ContainerSize: ° 2mlL Pkg Amt:® > 1mL

Expiraﬁion Date: ' March 2014 Storage:  10°C or colder

Vot AW -

—_
N =

13

Solvent:

Column:
30mx.25mm x.25um
Rtx-5 {cat.#10223)

Carrfer Gas:

hydrogen-constant pressure 10 pst.

Temp. Program:
40°C {hold 2 min.) to 330°C
© @ 16°C/min, {hold 10 min.}
Inj. Temp:

250'C

Det, Temp:

330°C

Det, Type:
FID

ARDL Inc

Handling: Sonicate prior to use.
] _ Percent ", Grav. Cong: -~ -
fwighitivotme) -
Hexachloroethane 67-72-1 99% 2,000.0 ug/ml " +-0.59%
Nitrobenzene 98-95-3 99% 2,000.0 ug/ml +/-0.59 %
Isopliorone 78-59-1 99% 2,000.0 ug/ml +/-0.59 %
1,2,4-Trichlorobenzene 120-82-1 97% 2,000.1 ug/ml +-0.59 %
Hexachlorobutadiene 87-68-3 98% 2,000.2 ug/ml +/-0.59 %
2-Methylnaphthalene 91-57-6 97% 2,000.1 ug/m! +/-0.59 %
Hexachlorocyclopentadiene 77-47-4 98% 2,000.2 ug/ml +/-O.5_§ %
2,6-Dinitrotoluene 606-20-2 99% 2,000,0 ug/m! +-0.59 %
Dibenzofuran 132-64-9 99% 2,000.0 ughnl - . +-0.59%
2,4-Dinitrofolnene 121142 99% 2,000.0 ug/ml . +-0.59%
Diethylphthalate 84-66-2 99% 2,000.0 ug/ml +-0.59 %
Hexachlorobenzene 118-74-1 99% 2,000.0 ug/nl’ +-0.59 %
Carbazole 86-74-8 98% 2,000.2 ug/ml +/-0.59 %
Metlylene Chloride 75-09-2 99%
N
. @
¥ o
. lid o W
':‘ & A il S
N
— —— :l B A e e | -y )1 T
a a 1a 1§ 20 25 ¢
Minutes :

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C
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~ Certificate of Analysis

¥ “Eiion order |

. .7 110 Benner Circle "~
Bellefonte, PA 16823-881 2
‘ Tel: (800)356-1688
Fax: (814)353-1309 ..

Compound

Catalog No
Descnptlon . SV Calibration Mix #2

Expiration Date1: March 2014

' 31008

T~ "FOR- LABORATORY USE_ONLY-READ MSDS PRIOR TO USE:
Lot No.: A066336

108 95—2

L Pur;ty :

Percen

Storage: Refrigerate

-2.]".. Concentration-- 3
. |- (Weightlvolume) =

2,000.000 ug/ml

. %Uncertamty 4
(95%-CiLi;K=2) - :

+-0.63 %

1 Phenol 99%
2. 2-Chlorophenol - 95-57-8 99% 2,000.000 ug/ml +-0.63 %
3 2-Methylphenol (o-cresol) 95-48-7 99% 2,000.000 ug/ml +-0.63 %
4 4-Methylphenol (p-cresol) 106-44-5 99% 2,000.000 ug/ml +-0.63 %
5 2-Nitrophenol 88-75-5 99% 2,000.000 ug/ml +/-0.63 %
6 2,4-Dimethyipheriol 105-67-9 99% 2,000.000 ug/ml +-0.63 %
7 2,4-Dichlprophenol © 120-83-2 99% 2,000.000 ug/ml 3/-0.63 %
8 Benzoic acid 65-85-0 - 99% 2,000.000 ug/ml +-0.63 %
9 4-Chloro-3-methylphenol 59-50-7 95%% 2,000.000 ug/ml +/-0.63 %
10 2,4,6-Trichlorophenol 88-06-2 99% 2,000.000 ug/ml +-0:.63 %
11 2,4,5-Trichlorophenol 95-95-4 99% 2,000.000 ug/ml +-0.63 %
12 2,4-Diniiroplienol 51-28-5 97% 1,999.946 ug/ml +-0.63 %
13 4-Nitrophenol 100-02-7 99% 2,000.000 ug/ml +-0.63 %
14 4 6-Dinitro-2-methylphenol 534-52-1 99%: 2,000.000 ug/ml -+/-0.63 %
15 Pentachlorophenol - 87-86-5 97% 1,999.946 ug/ml +-0.63 %
Solvent: Methylehe Chloride 75-09-2 99%
Column:
20mx.25mmx .5um
R1xS (cat.#10238)
Carrier Gas:
hydrogen @ 40cm/sec.
Temp. Program:
40°C (hold 4 min.) to 200°C
@ 4°C/min. (hold 5 min.)
Inj. Temp:
256°C @
Det. Temp: <
250°C ® wl™ =
] .
Det. Type: J } wf F
FID o { ) A
= 11
5 Uk ) 18 20
fdlaistes

ARDL Inc

Report Numbers 6557 & 6558 -

Sea Cucumber - Semivolatile 8270C
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( -~ 110 Benner Circle” - - - -
Bejlefonte, PA 16823-8812
Tel: (800)356-1688
Fax: (814)353-1309

Certificate of Analysis

www.Restek.com

FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.

Lot No.: A083302

Catalog No. ; 31009

Description : SV Calibration Mix #3
SV Mix, CLP Method, Calibration Std #3, . 2,000ug/ml; CH2CI2,
1mlfampule - .
Contalner Size : i 2mL Pkg Amt:5_>1mL
Expiration Date:  October 2014 . Storage:  10°C or colder
Handling: Sonicate prior fo use.

e s e e e e e e S [ ateapt - 2 - Grav.Conc, - B~
Elution Order Comp-ot‘md e CAS# ' pury .  ighitiakne) -

1 N-Nitrosodimethylamine 62759 99% 2,000.0 ug/ml,

2 Bis(2-chloroethiyl)ether 111-44-4 99% 2,000.0 ug/mL

3 Bis(2-chloroisopropylether 108-60-1 99% 2,000.0 ug/mL

( 4 N-Nitroso-di-n-propylamine 621°64-7 . 99% 2,000.0 ug/mL

5 Bis(2-chloroethoxy)methane 111-91-1 99% 2,000.0 ug/mL

6 2-Chloronaphthalene 91-58-7 99% 2,000.0 ug/mL

7 Dimethylphthalate 131-11-3 99% 2,000.0 ug/mL

8 4-Chlorophenyl phenyl ether 7005-72-3 99% 2,000.0 ug/mL

9 N-Nitrosodiphenylamine 86-30-6 97% 1,999.7 ug/mL

10 4-Bromophenyl phenyl ether 101-55-3 99% - 2,000.0 ug/mL

11 Di-n-butylphthalate 84-74-2 99% 2,000.0 ug/mL

12 Benzyl butyl phthalate 85-68-7 99% 2,000.0 ug/mL

13 Bis(2-ethylhexy)phthalate 117-81-7 99% 2,000.0 ug/mL

14 Di--octyl phthalate 117-84-0 99% 2,001.0 ug/mL

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

- Grav.lncert: -~ 4
*(95% C.L.y K=2)

+-11.7371
+-11.7371
+-11.7371
+-11.7371
+-11.7371
+-11.7371
+-11.7371
+-11.7371

" +/-11.7351

+-11.7371
+-11.7371
+-11.7371
+-11.7371

+-11.743

ug/ml
ug/mL
ug/mlL
ug/ml,

ug/mL '

ug/ml
ug/mlL
ug/mL
ug/mL
ug/mL
ug/ml,
ug/ml,
ug/mlL
ug/ml,
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Refexense Materhaf Producer
. s m = — .- Cwtifeatedzzol . - — -

IREE 110 Benner Circle—- - - - - e T
Bellefonte, PA 16823-3812 \\\‘\"l"lfl,
Tel: (800)356-1688 S,
. . . ﬂ“ S~ ,:-:

T

Fax: (814)353-1309
- e » ',{ :\
s Rostok.com Certificate of Analysis /,,/I\\\ T
FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.

This Reference Material is intended far Laboratory Use Only as a standard for
the qualitative and/or quantitative defermination of the analyfe(s) lisfed.

Lot No.: A0B6727

Catalog No.: 31436
Description : Azobenzene Standard
Azobenzene Standard 1000ug/mL, Methylene Chloride, 1mL/ampul

PkgAmt: >1mlL,
Storage: 10°C or colder

Container Size : 2ml
Expiration Date:  Febuary 2017

CERTIFIED VALUES
Expanded Uncertainty

Grav. Conc.

Elution COmpou“d )
.. Orer | e e | . {weightivolume) | . (5% GL.K=2)
(’ 1 ‘Azobenzene . ) . 1,000.0 ug/mL +- 10.0737 ug/ml, Gravimetric
CAS#  103-33-3 +- 234034 ug/mL Unstressed
Purity * 99% : +- 234034 ug/mL Stressed
Solvent:  Methylene Chloride
CAS#  75-09-2
Purity 99%
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'RESTEK

Bellefonte, PA 16823-8812
Tel: (800)356-1688
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\\\\\‘ 77,
3:,\\ Nt )

7,

= (s
ST
Hoe=RA
A

o

15Q Guide 34 Aceredited
Reference Material Producer

Cestificota$32220t

)

Fax: (814)353-1309 . T [ACCREBTTED).
N o] H ’{, NS ISOAEG 17025 Accredifed
www.restek.com Certificate of Analysis G s oy
FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.
This Reference Material is intended for Laboratory Use Only as a standard for
the qualitative and/or quantitative defermination of the analyte(s) listed.
Catalog No.: 31030 Lot No.: A092934
Description : 605 Benzidines Calibration Mix
605 Benzidines Calibration Mix 2000ug/mL, Methanol, 1mL/ampul
Container Size: ., 2mlL Pkg Amt: >1mL.
Expiration Date : August 2017 Storage:  10°C or colder
CERTIFIED VALUES

- Elution’ 'ccmpound ‘ ‘ " Grav. Conc. - ’
Order . . (weightivolume) . -

_ Expanded Uncertainty -

(95% C.L.; K=2)

< 1 Benzidine - 2,000.0 pg/mL +- 117371  pg/ml  Gravimetric

CAS#  02-87-5 +/-  43.8488 pg/mL Unstressed
Purity  99% +/-  43.8488 pg/mL ~ Stressed

2 3,3"-Dichlorobenzidine 2,000.0 pg/mlL, +- 11.7371 pg/mlL Gravimetric
CAS# 91-94-1 +/-  43.8488 pg/mL Unstressed
Purity  99% +/-  43.8488 pg/mL Stressed

Solvent:  Methanol o
CAS#  67-56-1
Purity 99%

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C
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110 Benner Circle
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www.Restek.com

Relecence Material Produger

Certificate ¥3227.01
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Testing Laboratory
Certificate #3222.02

Catalog No. :

Description :

Container Size :

Expiration Date :

31013

FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.

This Reference Material is intended for Laboratory: Use Only as a standard for
the qualitative and/or quantitative determination of the analyte(s) listed.

Lot No.: A086710

SV Calibration Mix #7

Calibration Std #7 2000ug/mL, Methylene Chloride, 1mL/ampul

2mL

Pkg Amt: >1mL

February 2015

Storage:  10°C or colder

CERTIFIED VALUES

Elution ‘Compound Grav. Conc, Expanded Uncertainty
Order (weightivolume) (95% C.L.; K=2)

- 1,3-Dichlorobenzene 2,000.0 ug/mL +- 11.7371 ug/mL Gravimetri¢
CAS#  541-73-1 +- 241603 . ug/mlL, Unstressed
Purity  99% +/- 272485 ug/ml, Stressed

2 1,4-Dichlorobenzene 2,000.0 ug/mL +- 11,7371 ug/mL Gravimetric
CAS#  106-46-7 +/~  24.1603 ug/mL, Unstressed
Purity  99% +/~ 272485 ug/ml, Stressed

3 1,2-Dichlorobenzene 2,000.0 ug/mL +/- 117371 ug/mL Gravimetric
CAS#  95-50-1 +/-  24.1603 ug/mL Unstressed
Purity  99% +/- 27.2485 ug/mL Stressed

Solvent:  Methylene Chloride B
CAS#  75-09-2
Purity 99%

ARDL Inc
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Analytical Run Number

Calibration Information

Tune Data (If applicable)

[nitial Calibration (If different than Initial Calibration in Run 1)
Calibration Factor Summary
Chromatogram
Quant Report (If applicable)

Continuing Calibration
Calibration Response Check
Chromatogram
Quant Report (If applicable)

Instrument Logs/Analysis Notebook Pages

Blank / Field Sample / QC Data

Form 1 (If required)

Chromatogram

Quant Report (If applicable)

Confirmation Analysis Quant Report / Chromatogram (If applicable)
Tentatively ldentified Compounds (If required)

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C
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ARDL Inc

| Calibration Information

Tune Data (If applicable)

Initial Calibration (If different than Initial Calibration in Run 1)
Calibration Factor Summary
Chromatogram
Quant Report (If applicable)

Continuing Calibration
Calibration Response Check
Chromatogram
Quant Report (If applicable)

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

Rev. 1.0
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SEMIVOLATILE ORGANIC GC/MS TUNING AND MASS CALIBRATION - DECAFLUOROTRIPHENYLPHOSPHINE

(DFTPP)
Lab Name: ARDL, Inc. Contract: ---
Lab Code: --—- Case No.: --- SAS No.: —--- SDG No.: —-~
Lab File ID: E1030303 DFTPP Injection Date: 10/30/13
Instrument ID: AGS DFTPP Injection Time: 09:32
m/e| ION ABUNDANCE CRITERIA igggﬁgéﬁf
511 30 - 80% of mass 198 30.4
68| Less than 2.0% of mass 69 0.0 (1)
69| (reference only) 31.6
70 Less than 2.0% of mass 69 0.5 (1)
127] 25 - 75% of mass 198 46.2
197} Less than 1% of mass 198 0.0
198 Base Peak, 100% relative abundance 100.
1991 5 - 9% of mass 198 6.9
2751 10 - 30% of mass 198 25.7
365 Greater than 1% of mass 198 2.8
4411 0 -~ 100% of mass 443 84.9
4421 40 - 110% of mass 198 74.9
443 15 - 24% of mass 442 20.9 (2)

THIS TUNE APPLIES TO THE FOLLOWING SAMPLES, MS, MSD, BLANKS, AND STANDARDS:
EPA SAMPLE NO. LAB LAB DATE TIME
SAMPLE ID FILE ID ANALYZED ANALYZED
1| BLANK STD 000 PPM STD E1030306 10/30/13 11:41
21 BNA STD 005 PPM STD E1030307 10/30/13 12:22
3| BNA STD 010 PPM STD E1030308 10/30/13 13:03
4] BNA STD 020 PPM STD E1030309 10/30/13 13:44
5] BNA STD 030 PPM STD E1030310 10/30/13 14:26
6| BNA STD 040 PPM STD E1030311 10/30/13 15:07
7] BNA STD 060 PPM STD E1030312 10/30/13 15:48
8| ICV STD 030 PPM STD E1030313 10/30/13 16:29
9] BLANK B10108 006557-20B1 E1030314 10/30/13 17:10
10| SPBK B10108 006557-20K1 E1030315 10/30/13 17:51
11] MAKOO1C 006557-01 E1030316 10/30/13 18:32
12] MAKOO2C 00655702 E1030317 10/30/13 19:13
13| MAKOQOO04C 006557-03 E1030318 10/30/13 19:54
14] MAKOOQ5C 006557-04 E1030319 10/30/13 20:34
15
16
17
18
19
20
21
22
page 1 of 1 FORM V SV 3/90
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Last Update

DFTPP

Wed Aug 28 11:55:28 2013

‘Data Path : C:\MSDCHEM\1\DATA\103013\

Data File E1030303.D .

Acg On 30 Oct 2013 9:32

Operator DOUG

Sample 50 NG DFTPP 16093

Misc AG-5 8270

ALS Vial 1 Sample Multiplier: 1
Integration File: FRED.P

Method C: \MSDCHEM\ 1\METHODS\ 827 0TUNPULSE . M
Title 8270 TUNE METHOD

IAbundance TIC: E1030303.D
6000000
4000000
2000000
. 0 T T T I T T T I T T T T I T T T T L T T T T ] T T T T | T T T - “‘ . J\l/\ T T
Time--> 10.50 11.00 11.50 12,00 1250 1300 1350 14.00
Abundance Average of 12.488 to 12.494 min.: E1030303.D (-) R
198
600000
. 255
400000 27 127
200000 o1 110 275
' ) J 224
SRR O A T O BT P s oY -l B/
m/z--> 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 34Q 360 380 400_ 420 440 460 480 500

Background Corrected with Scan 1188

Result
Pass/Fail

e e e —

AutoFind: Scans 1200, 1201, 1202;
Target Rel. to Lower Upper Rel Raw
Mass Mass Limit$% Limit% Abn% Abn
51 198 30 80 30.4 214672
68 69 0.00 2 0.0
69 198 0.01 100 31.6 223061
70 69 0.00 2 0.5 1050
127 198 25 75 46,2 326310
197 198 0.00 1 0.0 0
198 198 100 100 100.0 705984
199 198 5 9 6.9 48670
275 198 10 30 25.7 181248
365 198 0.75 100 2.8 19526
441 443 0.01 100 84.9 - 93736
442 198 40 110 74.9 528597
443 442 15 24 20.9 110424

. PASS
'PASS
PASS
PASS
PASS
PASS
PASS
PASS
PASS
PASS
. PASS
PASS
PASS

ARDL Inc

8270TUNPULSE.M Wed Oct 30 08:50:02 2013

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C
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Average of 12.488 to 12.494 min.:

50 NG DFTPP 16093
Modified:subtracted
m/z

37.
.05

38

39,
40.
44 .,
.90
00

44

45,
46,
50.
51.
.05
Average of 12.488 to 12.494 min.:

52

05

10
00
10

70
10
10

abund.
1056
2661
14596
480
125
128
185

_ 45
57680
214672
10922

50 NG DFTPP 16093
Mcdified:subtracted
m/z

93
94

98

99.
100.
101.
.00

102

103.00
.95

103

105.
Average of 12.488 to 12.494 min.:

.05
.00
96.
.00

00
10
00
00
00

00

abund.
32181
2303
1048
25598
20565
2115
11335
966
4632
6361
6574

50 NG DFTPP 16093
Modified:subtracted
m/z

142

142,
144,
145.
146.
147.
.00

148

149,
150.
.00
.20

151
151

.05
95~

05
00
05
00

05
00

abund.
6183
3417
1063
974
3749
8761
19216
4304
1109
651
1854

50 NG DFTPP 16093
Meodified:subtracted
m/z

183

184,
185.
186.
.00

187

188.
188.
.05

190

191.
.00
.00

192
193

ARDL Inc

.00

05
05
00

00
95

00

abund.
926
1788
14497
99069
28493
3021
5887
1389
3107
8600
8806

m/z

53
55

56.
57.
.05

58

59.
61.
.05
10 .
.10

62

63.

64

65.

.05
.05

05
10

00
05

05

ﬁ/z

107.
108.
109.
.00
.05
.05

111
112
113

114.
115.
116.
118.
118.

05
05
95

20
10
95
00
95

m/z

151.
.30
.95
.05

152
152
154

155.
156.
157.
.00

158

158,
160.
161.
Average of 12.488 to 12.494 min.:

S0

05
00
00

95
05
05

m/z

194.
.00

196

198.
199.
199.
201.
.95

202

204,
205.
205.
.00

207

00

00
00
95
55

05
00
95

abund. m/ z
355 66.10
532 66.30

6304 69.00
13207 70.00
828 72.00
42 73.10
2880 74 .05
3010 75.05
9213 77.10
1439 78.05
4113 79.05
E1030303.D
abund. m/z
96229 120.05
15461  120.95 .
171712 121.95
24314 123.00
3162 124.00
940 125.00
91 127.00
488 128.05
75811 129.00
5775 129.95
627 131.00
E1030303.D

abund. m/z
352 162.00
579 163.00

4608 163.95
4231 164.20
9304 164 .95
14040 166.05
2479 166.95
3381 167.95
2268 168.95
5558 169.95
8339 171.00
E1030303.D
abund. m/ z
2139 207.95
23634 208.90
705984 210.30
48670 211.05
3598 212.00
4107 212.95
5130 213.60
25914 214.00
47934 215.00
188206 216.95
23399 218.00

E1030303.D

abund.
267
103
223061
1050
176
1866
26326
39725
312262
22958
18618

abund.
1187
297
5955
9229
4256
4175
326310
27169
122526
10392
1886

abund.
2829
670
- 812
421
5591
5728
35830
19583
2847
1074
1645

abund.
5559
1706
1305
7641
475
617
66
200
1970
47822
6710

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

m/z

80.
81.
82.
83.
85.
86.
87.
87.
89.
91.
92",

05"
05
00
00 .
05"
05
00
95.
00
05
05

n/ z

132,

132

133.
135.
135.
137.
137.
138.
138.
140.0
. 95.

140

w/z
.00

172

173,
174,
175,
176.
177.
178.
178.
180.
181,
.05

182

OO ',"
. 90"

95
05~
95
00
90
10
95
05

[

i

00

00

10
00’
00
05"
95
00
00

m/z

219.
221 ‘
228{00 .,
224.
225,
226, ,
.95

227

229.
229.
230,
.00

231

00
00
00,
00
95

00

85

05

o
1%

‘abundf

. 697
388353
12501

105082

2908%

41106

5668
91086

327
1253
4062

it

Ly
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Average of 12.488 to 12.494 min.: E1030303.D » o | .
50 NG DFTPP 16093 : o
Modified:subtracted ‘ ~ ’ o

m/z abund. m/z abund. m/z abund. m/z abund.
391.90 557  400.70 83  413.60 90  419.90 .84
392.85 130  400.95 262  414.10 38  420.95 36§§
395.05 . 117  401.90 2510  414.80 44 422.00 4437,
395.60 43 403.00 4171  415.00 156  423.00 27261
395.95 57  404.00 1600  415.50 49  424.05 4963
'396.70 65  404.85 202  416.10 28  424.85 615
397.00 35  405.90 66  416.50 29 425075 2%§
397.70 32 409.00 42 417.50 33 427,25 29k
398.10 30 409.95 97  418.70 76 427.80 123
399.10 37  410.80 37  419.20 60 428,20 338
399.80 50  412.30 53  419.50 50  428.70 ae

Average of 12.488 to 12.494 min.: E1030303.D ,

50 NG DFTPP 16093
Modified:subtracted

m/z abund. m/ z abund. m/ z abund. m/z ~  abund.
429,00 91 435,00 282 444,00 10531 ’
429,40 53 435,20 198 444,90 136
429,80 - 78 436.00 298 445,10 294
430.30 60 436.50 150 445,90 28
430,80 285 437 .05 444 451.60 - 29 '
431.50 398 437,80 542 457 .50 37
432.10 157 438.20 101 465.30 90
432.50 356 438,90 703 492,70 28
432.90 230  441.05 93736  493.90 29 .
433.70 461  442.00 528597 SR
434.10 392 443.00 110424 m“i%

B
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Average of 12.488 to 12.494 min.:

50 NG DFTPP 16093
Modified:subtracted
‘m/z

232.
.00

233

234,
235,
236.
237.
237.
238,
239,
.239.
241,
Average of 12.488 to 12.494 min.:

00

00
00

05

05
80
00
00
95
00

abund.

594
1003
2578
3513
2173
3494

230

307
1732
1265
2589

50 NG DFTPP 16093
Medified:subtracted
m/z

273 .
273.
275.
276.
277,
278.
278,
279.
279.
281.
281.
Average of 12.488 to 12.494 min.:

00
95
00
00
00
00
80
00
70
00
80

abund.
14431
36689
181248
25093
13875
2635
211
394

42

264

24

50 NG DFTPP 16093
Mcedified:subtracted
m/z

312

313.

315

316,
316.
317.
317.
318.
318.
319.
320.
Average of 12.488 to 12.494 min.:

.95
95~
.00

00
70
00
70
00
90
75
00

abund.
6l6
2109
4577
2898
88
89
59
71
78
190
63

50 NG DFTPP 16093
Modified:subtracted
m/ z

350.
350.
352,
.05
00~

353

354,
355,
355,
356,
356.
357.
357.

ARDL Inc

05
95
00

05
90

20

70
00
90

abund.
194
241
4323
3215
5164
1011
55
28
37
62
58

m/z

242.
243.
.00

244

245.
246,
247.
.95
.95

247
248

249,
.00
.00

251
252

00
10

05

00
00

90

m/ z

282
283
284

285.
.00

286

287.
.85
.95

287
288

290,
.90
.10

290
291

.05
.00
.00

05

10

05

m/z

321

321.
323.
.00

324

325,
325.
326.
328.
.80

328

329.
329.

.05

95
05

00
85
95
00

00
90

m/z

358
358

359.
360.
360.
.30

361

362.
.80

362

363.
364.
365.

.20
.75

00
10
S0

15
15

95
95

abund. m/z
5468 252.20
5541 253.00

88117 253.25
12784 255,00
15635 256.00 -
2731 257.05
616 258.00
3141 259,00
742 259.95
880 261.00
677 261.95
E1030303.D
abund. m/z
248 291.95
1545 293.00
1196 294,00
2625 296.00
429 297.00
54 297.95
327 298.95
517 300.05
623 301.05
227 302.00
106 303.00
E1030303.D

abund. m/ z
1461 330.20
1096 330.85

14769 332.00
2798 333.05
351 334.00
231 335,05
3019 336.00
1303 337.05
141 337.95
258 338.85
116 339.10
E1030303.D
abund. m/ z
105 366.90
157 367.70
213 369.90
57 370,95
188 372.00
114 372 .95
99 373.90
142 374.10
108 374.90
19526 376.75
3104 378.00

"E1030303.D

abund.
249
933
1384
395128
58300
5351

20434

3954
640
776
155

abund.
1071
3109
1085
42610
7046
327
134
104
.800
751
5604

abund.
70
119

. 1254
1736
8516
2598
472
89

87
185
125

abund.
284
137
514
1433
7206
1908

256

le2
78
117
30

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

m/g

26
264

265.
265,
266.
268,
269.
270.
270.
271.
.00

272

00

.85'”
00

80
95
90
85
20
90
05

m/z

303.
305.
90

305,
306

30%"
308.
308.
.00

.15

311.
311,

310
311

95
00

80

0b
00’

956

80
95

m/z

339.
340.
341,
343,
344,
344,

345
345
347.

348,
.30

349

95
95
95
00
05
70

i956 -

85
90
80

m/z

378

379,
382.
.90

383

384.
~15

385

385.
387.
388.

389,
391

.60

10
95

75

70
60
60
, 95
0D

T Oy RIY

LAY

abu

= .
H oo =S

ORIV JiEs o~
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Quantitation Report (Qedit)

Data Path : C:\MSDCHEM\1\DATA\103013\
Data PFPile : E1030303.D | :

Acqg On : 30 Oct 2013 9:32
Operator : DOUG

Sample : 50 NG DFTPP 16093

Misc . : AG-5 8270 R

ALS Vial : 1 Sample Multiplier: 1

Quant Time: Oct 30 09:52:16 2013 AR
‘Quant Method : 'C:\MSDCHEM\1\METHODS\8270TUNPULSE.M R
Quant Title .: 8270 TUNE METHOD

QLast Update : Wed Aug 28 11:55:28 2013

Response via : Initial Calibration

IAbundance lon 266.00 (265.70 to 266.70): E1030303.D
: lon 264.00 (263.70 to 264.70); E1030303.D
400000 !on 268,00 (267.70 to 268.70): E1030303.D
300000 12, PBailing = 1.89
200000
100000
. 0 T T T T T l‘ ¥ T 1 T T T T T T T , T T T T , T T T T ' T T T I T T T T , T T T T ’ T T T T } I;LI/‘I l;‘ f!‘ , T T T ¥ ’ T ‘;_
[Time--> 11.20 11.40 11.60 11.80 12.00 12.20 12.40 12.60 12.80 13.00 . 13.20 13.40
Abundance ; —
266
250000
200000
165
150000
100000 ks
230 i
50000 i
o l.",1%f1251 i, 281 313 337 360 '
N IlllllYl'II Illllll]'llllllllIlll'll«:
m/fz--> 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 |-
TIC: £1030803.0 7
(1) Pentachlorophenol (TMC) S _,
12,230min (-0.020) 36.05ug/L
response 384248
lon Exp% Act%
266,00 100 100
26400 6380 6284
268.00 6380 6293
0.00 0.00 0,00
N
-
8270TUNPULSE.M Wed Oct 30 09:52:48 2013 Page: 1 f

NN
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Quantitation Report (Qedit)

Data Path : C:\MSDCHEM\1\DATA\103013\ .
Data File : E1030303.D T

Acg On : 30 Oct 2013  9:32
Operator : DOUG

Sample : 50 NG .DFTPP 16093

Misc : AG-5 8270

ALS Vial : 1 Sample Multiplier: 1

Quant Time: Oct 30 09:52:16 2013
Quant Method : C:\MSDCHEM\1\METHODS\8270TUNPULSE.M

Quant Title : 8270 TUNE METHOD :
QLast Update : Wed Aug 28 11:55:28 2013 P
Response via : Initial Calibration i
1 ;
fbundance - lon 184.20 (183.90 to 184.90): E1030303.D
4000000 lon 92.10 (91.80 to 92,80): E1030303.D

lon 166.10 (155.80 to 156.80): E1030303.D

3000000 , o '
13.FRailing = 1.33 : ; 1

2000000 R 1
l

1000000

0 LI N L N L O N L L Y[ N N Y N N S N (O B Y N N L L MY M B B B O N B I N B B Y N B B B

Time--> 12,40 1260  12.80 1300 1320 1340 1360  13.80  14.00 14.20 1440 1460  14.80
Abundance ' : '
2500000 184

2000000

1500000

1000000

500000 .
77 117130 190 ‘
39 63 L 170 Jl 207 224 251266281 302 320 342357 416 478
l!ll

0 AT A h|| i i, |II| I
L I R L B L I L L T L A T O 0 B A Y O

m/z--> 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 ‘|°

TIiC: E1030303.D

(3) Benzidine (T)

13.581min (-0.019) 81.29ug/L
response 4192112

lon  Exp% Act%
184,20 100 100
92,10 1370 10.46#
156.10 860 7.83
0.00 0.00 0.00

8270TUNPULSE.M Wed Oct 30 09:53:26 2013 . Page: 1
1
|
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Quantitation Report

9:32

Data Path

Data File E1030303.D

Acg On 30 Oct 2013
Operator DOUG

Sample 50 NG DFTPP 16093
Misc : AG-5 8270

ALS Vial 1

Quant Time:
Quant Method
Quant Title
QLast Update
Response via

Sample Multiplier:

Oct 30 09:52:16 2013
C: \MSDCHEM\ 1\METHODS\ 82 70TUNPULSE .M
8270 TUNE METHOD
Wed Aug 28 11:55:28 2013
Initial Calibration

C:\MSDCHEM\ 1\DATA\ 103013\

1

(Qedit)

Jon 235.00 (234.70 to 235,70). E1030303.D

Abundance
lon 237.00 (236,70 to 237.70); E1030303,D
lon 165.10 (164.80 to 165.80): E1030303.D
1500000
I
1000000 |
[
500000 '
Degradation = 3.71% !
0 14.23
T T T T T T T T T T T T T T T T T T T T ' T T T T I T T T T T T T T T T T T T T T T T T I T T T T T
Time-> 1340 1360 1380 1400 14,20 1440 1460 1480 1500 1520  15.40 15 %0 1580
IAbundance ’
1200000 245
1000000
800000
165
600000
400000
200000 199
99 36
30 119 1,150 | J1g %“”b M2ﬁ8 260202 319 sa1354 577 doi 431 4TS
. T T llllllilllll IIIIIIIIlllllllllIllIllIllYlVl]l\lb,llll]llllIIIlIlllllllll
miz--> 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480
TIC: E1030303.D
(4) DDT
14.591min (-0.029) 69.21ug/L
response 1796619
lon Exp% Act%
23500 100 100
237.00 64.80 64.73
165.10 59.00 57.90
000 000 000

8270TUNPULSE.M Wed Oct 30 09:53:44 2013

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

.:Page:

1
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"Resgponse Factor Report AGH Vo

Method Path : C:\MSDCHEM\1\CALFILES\8270CALS\ Al .

Method File : E8270316HW.M - s
Title : 8270 BNA Calibration L
Last Update : Wed Oct 30 16:31:12 2013

Response Via : Initial Calibration

Calibration Files ' ’ i
10 =E1030308.D 20 =E1030309.D 30 =E1030310.D . ‘g
40 =E1030311.D 5 =F1030307.D 60 =E1030312.D , ;

Compound 10 20 30 40 5 60 Avg SRSD..
1) I 1,4-Dichlorobenzene-d ---------=------ ISTD-===m=mmmm SR f?w
2) I  Naphthalene-d8 —-=eeemmmmmmoono ISTD- === A I
3) S Nitrobenzene-d5  0.482 0.467 0.454 0.438 0.450 0.423 0.452 4.56;
4) I Acenaphthene-d10 W —------oommmomnm ISTD~-=mmmm = ‘i—QTQ—{—— -
5) S 2-Fluorobiphenyl 1.733 1.595 1.489 1.397 1.722 1.274 1.535 11.92
6) T Dimethylphthalate 1.769 1.653 1.557 1.511 1.701 1.390 1.597 8.65
7) T Diethylphthalate 1.723 1.613 1.509 1.460 1.683 1.306 1.549 .10.03
8) I Phenanthrene-d10 = = -=---------n---- ISTD-------- B R - "
9) T Di-n-butylphthala 1.660 1.537 1.453 1.371 1.546 1.207 1.462  10.83.
10) I  Chrysene-dl2  —emmmemmemmooooo ISTD= - = mmm oo e — oo 'i
11) TM Pyrene 1.450 1.343 1.267 1.220 1.406 1.106 1.299 9.76;
12) S  Terphenyl-dl4 0.999 0.935 0.906 0.869 0.964 0.813 0.914 7,30
13) T bis(2-Ethylhexyl) 0.899 0.899 0.885 0.880 0.808 0.834 0.867 4,34
14) TC Di-n-octylphthala 1.523 1.550 1.520 1.508 1.338 1.422 1.477 5.46#
15) I  Perylene-dl2 c-mmmmmmmooeoooo TSTD- - mmmmm e S

(#) = Out of Range ###f Number of calibration levels exceededyférmat< HH##6 -

E8270316HW.M Wed Oct 30 16:31:28 2013 | Page: 1

3
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Quantitation Report

Data Path : C:\MSDCHEM\1\DATA\103013\
Data File : E1030306.D

Acg On : 30 Oct 2013 11:41
Operator : DOUG ’

Sample : CAL BLK 160895

Misc : AG-5 8270

ALS Vial : 1 Sample Multiplier: 1

Quant Time: Oct 30 15:17:43 2013

(Not Reviewed)

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HW.M

f:

¢

Responge Conc Units Dev (Min)

0.

0.

)

ug/L 0.00
ug/L 0.00
ug/L 0.00
ug/L 0.00
ug/L -0.01
ug/L -0.02
ug/L
0.00%
ug/L 0.09
0.10%
ug/L
©0.00% in)
! QOvalué?
200

Quant Title : 8270 BNA Calibration
QLast Update : Wed Oct 30 11:16:31 2013
Response via : Initial Calibration
Internal Standards R.T. QIon
1) 1,4-Dichlorobenzene-d4 7.45 152 2001146
2) Naphthalene-d8 9.42 136 7529191
4) Acenaphthene-dl0 12.34 164 4354741
8) Phenanthrene-dlo0 14.91 188 7816995
10) Chrysene-dil2 20.57 240 9027576
15) Perylene-dil2 25.47 264 4374571
System Monitoring Compounds
3) Nitrobenzene-d5 0.00 82 0
Spiked Amount 50.000 Recovery
5) 2-Fluorobiphenyl 11.28 172 8114
Spiked Amount 50.000 Recovery
12) Terphenyl-dl4 0.00 244 0
Spiked Amount 50.000 Recovery
Target Compounds
———————————————————————————————————————————————————————————————————————— Q9
(#) = qualifier out of range (m) = manual integration (+

E8270316HW.M Thu Nov 07 11:09:26 2013

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

signals summed

01

e

Page: 1
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\1\DATA\103013\
Data File : E1030306.D

Acg On : 30 Oct 2013 11:41
Operator : DOUG

Sample : CAL, BLK 16095

Misc : AG-5 8270

ALS Vial =: 1 Sample Multiplier: 1

Quant Time: Oct 30 15:17:43 2013

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HW.M
Quant Title : 8270 BNA Calibration

QLast Update Wed Oct 30 11:16:31 2013

Regponse via Initial Calibration

Aq%&? TIC: E1030306.D

1400000

1300000

Naphthalene-d8,|
Phenanthrene-d10,!

1200000

Acenaphthene-d10))

1100000

1,4-Dichlorobenzene-d4,|

1000000

900000

Chrysene-d12,|

800000

700000

600000

Perylene-d12,]

500000
400000
300000
' 2000001 -

100000

01v0x411|x(xvl;1x111414||x[;:177:1|1

N
LANLINL I L L L L O L I ML L I B LN BB B

U L AL AR ALA L LA N e B A O S R R

ime->""" 400 500 6.00 7.00 800 9.00 ‘10001100120013001400‘15001600170018001900200021 0022002300240025002600270028002900300031 .00

E8270316HW.M Thu Nov 07 11:09:26 2013
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Quantitation Report (Not Reviewed) L

C:\MSDCHEM\ 1\DATA\103013\

Data Path
Data File E1030307.D
Acg On 30 Oct 2013 12:22 L
Operator DOUG . 3z
Sample 5 PPM STD 16096 r
Misc AG-5 8270
ALS Vial 2 Sample Multiplier: 1 E
Quant Time: Oct 30 15:18:08 2013 .
Quant Method C: \MSDCHEM\1\CALFILES\827OCALS\E8270316HW M s
Quant Title 8270 BNA Calibration i
QLast Update Wed Oct 30 11:16:31 2013 i
Response via Initial Calibration Lk
Internal Standards R.T. QIon ';ﬁ
1) 1,4-Dichlorobenzene-d4 7.45 152 1945900 40.00 ug/L oibo
2) Naphthalene-ds ' 9.41 136 7229990 40.00 ug/L 0.00
4) Acenaphthene-d1o0 12.33 164 4163541 40.00 ug/L 0.00
8) Phenanthrene-di10 14.90 188 7367680 40.00 ug/L 0:00
10) Chrysene-dil2 20.57 240 8853026 40,00 ug/L -0.01
15) Perylene-dil2 25.47 264 5459178 40.00 ug/L -0:02
System Monitoring Compounds .
3) Nitrobenzene-ds 8.27 82 407037 4.99 ug/L -0.01
Spiked Amount 50.000 Recovery = 9.98% |
5) 2-Fluorobiphenyl 11.18 172 896307 5.83 ug/L 0.00
= A
Spiked Amount 50.000 Recovery = 11.66% G-
12) Terphenyl-dl4 17.73 244 1066516 5.73 ug/L 0.00
Spiked Amount 50.000 Recovery =i 11.46% -1}
Target Compounds 06 1 Ovaluéo
6) Dimethylphthalate 11.86 163 885297 5.86 ug/L # .08
7) Diethylphthalate 13.07 149 875919 '5.24 ug/L .98
9) Di-n-butylphthalate 15.93 149 1423620 4.40 1g/L 158
11) Pyrene 17.43 202 1555431 4.94:Ug/L ‘80
13) bis(2-Ethylhexyl)phthalate 20.79 149 894441 2.79 ug/L 408
14) Di-n-octylphthalate 23.59 149 1481090 2.69 ug/L 100
, fi,
(#) = qualifier out of range (m) = manual integration (+) = signals summed
.gﬂ
i ¥ ejo;
L33
LY ’ a6
EICAR U 08
Qg .98
e =L
B
, LO0
E8270316HW.M Wed Oct 30 16:33:10 2013 Page: 1 -

ARDL Inc
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\1\DATA\103013\
Data File : E1030307.D

Acg On : 30 Oct 2013 12:22

Operator : DOUG

Sample : 5 PPM STD 16096 :
Misc : AG-5 8270

ALS Vial : 2 Sample Multiplier: 1

Quant Time: Oct 30 15:18:08 2013

Quant Method - C:\MSDCHEM\l\CALFILES\827OCALS\E8270316HW.M
Quant Title : 8270 BNA Calibration

QLast Update : Wed Oct 30 11:16:31 2013

Response via : Initial Calibration

Abundance TIC: E1030307.D
o
©
1500000 - 3
2 5 £
1400000 - z 3 5
k) = > o
1300000 g g 2 *
2 :
1200000 g g
1100000 8
= —
= g
1000000 g
g ey
900000 £ g
S 2
800000 5
2
700000
600000
W, - =
= - 2
500000 S g o g o
) 5 = © = p=$= = g
400000 g € £ 2 & =2 2 =
g = = E o8 2 Z
300000 g & 21z 3 cg s k-
g . . E 3 & - . i g
N B 4. B . S S o :
200000 £ = R ) )
g ' 3. =)
100000 k hf'ifﬁr & ’
) Olllllllllll(lll|||| |KI\(I%|£(17| Xﬁll]l‘[l[ill1“1|)1|lll}‘l)‘||llTlllT_rTlll[7Illl—l_ll‘lﬁf_rl“l—[_f‘“1_‘—1_|'||Illlll|1|l’
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\1\DATA\103013\ 1 , o
Data File : E1030308.D ‘ e

Acg On : 30 Oct 2013 13:03
Operator : DOUG

Sample : 10 PPM STD 16097

Misc : AG-5 8270

ALS vial : 3 Sample Multiplier: 1

Quant Time: Oct 30 15:18:23 2013
Quant Method : C: \MSDCHEM\l\CALFILES\827OCALS\E8270316HW M

Quant Title -: 8270 BNA Calibration
QLast Update : Wed Oct 30 11:16:31 2013 .
Response via : Initial Calibration ’ )
Internal Standards R.T. QIon Response Conc Units Dev (Mifl)
1) 1,4-Dichlorobenzene-d4 7.45 152 1941800 40.00 ug/L°  0.00
2) Naphthalene-d8 9.41 136 7212851 40.00 ug/L  0.00
4) Acenaphthene-dlo0 12.34 164 4205951 40.00 pg/L OfQQ
8) Phenanthrene-dl10 14.90 188 7357272 40.QQ’pg%L; O.QQ
10) Chrysene-dl12 20.57 240 8938122 40,00 ugy/L* -0.02
15) Perylene-dil2 25.48 264 6795587 40.00 ug/L  -0.01
System Monitoring Compounds A o ‘ o
3) Nitrobenzene-dbs 8.28 82 868738 '10.68 ug/L 0.00
Spiked Amount 50.000 Recovery = 21.36% .
5) 2-Fluorobiphenyl - 11.18 172 1822334 11.74 ug/L 0.00
Spiked Amount 50.000 Recovery =. 23.48% _
12) Terphenyl-dl4 17.73 244 2232317 11.88 ug/L 0.00
Spiked Amount 50.000 Recovery  =':..23.76% ifi)
Target Compounds ' - 'Qvaluéﬂ
6) Dimethylphthalate 11.86 163 1860253 11.87 ug/L ;99'
7) Diethylphthalate 13.07 149 1811247 10.74 pg/L ﬁ99
9) Di-n-butylphthalate 15.93 149 3053057  9.4% ug/L ST
11) Pyrene 17.43 202 3240276 10.28 Ug/L 180
13) bis(2-Ethylhexyl)phthalate 20.79 149 2008292 6.21 ug/L .99
14) Di-n-octylphthalate 23.59 149 3402290  6.137ug/L- ;QQ
(#) = qualifier out of range (m) = manual integration (+) = signals summed
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Quantitation Report - (Not Reviewed)

Data Path : C:\MSDCHEM\1\DATA\102013\
Data File : E1030308.D

Acg On : 30 Oct 2013 13:03
Operatocr : DOUG

Sample : 10 PPM STD 16097
Misc : AG-5 8270

ALS Vial =: 3 Sample Multiplier: 1

Quant Time: Oct 30 15:18:23 2013

Quant Methed : C: \MSDCHEM\I\CALFILES\SZ7OCALS\E8270316HW M
Quant Title : 8270 BNA Calibration

QLast Update : Wed Oct 30 11:16:31 2013

Response via : Initial Calibration

Abundance TIC: E1030308.D ]
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\1\DATA\103013\
Data File : E1030309.D

Acg On : 30 Oct 2013 13:44
Operator : DOUG

Sample : 20 PPM STD 16098

Misc : AG-5 8270

ALS Vial . : 4 Sample Multiplier: 1

Quant Time: Oct 30 15:18:36 2013 o
Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HW.M . |

Quant Title : 8270 BNA Calibration
QLast Update : Wed Oct 30 11:16:31 2013
Reégponse via : Initial Calibration
Internal Standards - R.T. QIon Response Conc UnitsADev(Mih)
1) 1,4-Dichlorobenzene-d4 7.45 152 1918573 40.00 ‘ug/I, 0.00
2) Naphthalene-ds 9.42 136 7122583 40.00 ug/L - 0.00
4) Acenaphthene-di10 12.34 164 4151245 40.00 ug/L. 0.00
8) Phenanthrene-d10 14.91 188 7284326 40.00 ug/L - 0.00
10) Chrysene-dil2 20.57 240 86592118 4O.QQ5QQ/L ~Otgl
15) Perylene-di2 25.48 264 6720868 40.00 ug/L : -0,01
System Monitoring Compounds ;;¢
3) Nitrobenzene-d5 8.28 82 1663509 20.70 ug/L © 0.00
Spiked Amount 50.000 Recovery = 41.40% .
5) 2-Fluorobiphenyl 11.18 172 3309858 21.60 ug/L 0.00
Spiked Amount 50.000 Recovery = 43;20%
12) Terphenyl-dl4 17.73 244 4047463 22.23 ug/L = 0.00
Spiked Amount 50.000 Recovery = . 44.46% i)
Target Compounds - Qvalué”
6) Dimethylphthalate 11.87 163 3431723 21.63 ug/L " .99
7) Diethylphthalate 13.08 149 3347840 20.¥Q ug/L 100
9) Di-n-butylphthalate 115.93 149 5599787 17.49 ug/L .95
11) Pyrene 17.43 202 5813948 18.88 ug/L . B0
13) bis(2-Ethylhexyl)phthalate 20.79 149 3893511 12.48 ug/L - .99
14) Di-n-octylphthalate 23.60 149 6708887 12.47 ug/L 100
““““““““““““““““““““““““““““““““““““““““““““““““““““““““““ L o
(#) = qualifier out of range (m) = manual integration (+) = signals summed
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“~“Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\1\DATA\103013\

Data File : E1030309.D

Acg On : 30 Oct 2013 13:44
Operator : DOUG

Sample : 20 PPM STD 16098

Misc : AG-5 8270

ALS Vial : 4 Sample Multiplier: 1

Quant Time: Oct 30 15:18:36 2013

Quant Method : C:\MSDCHEM\I\CALFILES\827OCALS\E8270316HW.M
Quant Title : 8270 BNA Calibration

QLast Update : Wed Oct 30 11:16:31 2013
Response via : Initial Calibration

Abundance TIC: E1030309.D
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Quantitation Report (Not Reviewed)

.Data Path : C:\MSDCHEM\1\DATA\103013\

Data File : E1030310.D _
Acg On : 30 Oct 2013 14:2s6 i
Operator : DOUG

Sample : 30 PPM STD 16099 i

Misc : AG-5 8270 '

ALS Vial : 5 Sample Multiplier: 1 ‘ o e

Quant Time: Oct 30 15:18:50 2013

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HW.M

Quant Title : 8270 BNA Calibration
QLast Update : Wed Oct 30 11:16:31 2013

Response via : Initial Calibration

Internal Standards

1) 1,4-Dichlorobenzene-d4 7.45 152 1978845 40,00 ug/L" 0
2) Naphthalene-ds 9.42 136 7315795 40.00 ug/L 0.00
4) Acenaphthene-di10 12.34 164 4301435 40.00 ug/L 0.00
8) Phenanthrene-di10 14.91 188 7468671 40.QQ;pg/L, 0.00
10) Chrysene-di12 20.58 240 8866680 40.00 ug/L  0.00
15) Perylene-dl2 25.49 264 7174451 40.0Q ug /L 0.00
System Monitoring Compounds : | BERE
3) Nitrobenzene-ds 8.28 82 2490631 ‘30.18 ug/L’ 0.00
Spiked Amount 50.000 Recovery = 60.36% '
5) 2-Fluorobiphenyl 11.19 172 4803394 30.26 ug/L 0.00
Spiked Amount 50.000 Recovery = . 60.52% S
12) Terphenyl-dl4 17.73 244 6025435 32.32 ug/L 0.00
Spiked Amount 50.000 Recovery = ' 64.64% LD)
: o
Target Compounds : ‘Qvalué?
6) Dimethylphthalate 11.87 163 5023908 30.56 ug/L 100
7) Diethylphthalate 13.08 149 4867350 28.21 .ug/L .99
9) Di-n-butylphthalate 15.93 149 8138259 24.79 ug/L . .98
11) Pyrene 17.44 202 8426136 26.69 ug/L .80
13) bis(2-Ethylhexyl)phthalate 20.81 149 5882072 18.34 ug/IL .99
14) Di-n-octylphthalate 23.60 149 10109420 18.35 ug/L \ 100
_____ 00
(#) = qualifier out of range (m) = manual integration (+) = signals summed
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\l\DATA\lOBOlB\
Data File : E1030310.D

Acg On : 30 Oct 2013 14:26
Operator : DOUG

Sample : 30 PPM STD 16099

Misc : AG-5 8270

ALS Vial =: 5 Sample Multiplier: 1

Quant Time: Oct 30 15:18:50 2013

Quant Method : C:\MSDCHEM\l\CALFILES\827OCALS\E82703l6HW.M
Quant Title : 8270 BNA Calibration

QLast Update : Wed Oct 30 11:16:31 2013

Response via : Initial Calibration

Abundance TIC: E1030310.D
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Quantitation Report (Not Reviewed)

' Data Path : C:\MSDCHEM\1\DATA\103013\ g _
Data File : E1030311.D : Lo ;g

Acg On : 30 Oct 2013 15:07
Operator : DOUG i L o
Sample : 40 PPM STD 16100 . B s
Misc : AG-5 8270 L
ALS Vial : 6 Sample Multiplier: 1

Quant Time: Oct 30 16:23:26 2013 )
Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HW.M

Quant Title : 8270 BNA Calibration
QLast Update : Wed Oct 30 11:16:31 2013 N
Response via : Initial Calibration _ o -
Internal Standards R.T. QIon Resgponse Conc Units Dev(Mi?}
1) 1,4-Dichlorobenzene-d4 7.45 152 1904954 40.@qug/L : O;QQ
2) Naphthalene-d8 9.42 136 7153426 40.00 ug/L 0.00
4) Acenaphthene-dlo0 12.34 164 4187116 40;QO‘ugVLi O,QQ
8) Phenanthrene-di10 14,91 188 7335146 40.00 ug/L 0.00
10) Chrysene-dl2 20.59 240 8556424 40.Q0.ug/L OZQQ
15) Perylene-dl2 25.48 264 7112357 40.00 ug/L -+ 0,00
System Monitoring Compounds | | -
3) Nitrobenzene-d5 8.28 82 3134115 38.84 ug/lL 0.00
Spiked Amount 50.000 Recovery = 77.68%
5) 2-Fluorobiphenyl 11.19 172 5848438 37.85 ug/L 0.00
Spiked Amount 50.000 ‘ Recovery = 75.70%
12) Terphenyl-dl4 17.73 244 7433327 41.32 ug/L 0,00
Spiked Amount 50.000 Récovery =  82.64% .1}
| i
Target Compounds L Qvalugl
6) Dimethylphthalate 11.87 163 6328406 39.55 ‘ug/ .99
7) Diethylphthalate 13.09 149 6114530 36.40 ug 100
9) Di-n-butylphthalate 15.93 149 10058364 31. -85
11) Pyrene 17.44 202 10441429 34.2 ;8@
13) bis(2-Ethylhexyl)phthalate 20.81 149 7531743 24.3 .99
14) Di-n-octylphthalate 23.61 149 12906575 24, 100
____________________________________ L o
(#) = qualifier out of range (m) = manual integration (+) = signals summed
H (*,
: (e
E8270316HW.M Wed Oct 30 16:34:24 2013 v Page: 1 o

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C Page 127 of ,283




" 'Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\1\DATA\103013\
Data File : E1030311.D

Acg On : 30 Oct 2013 15:07
Operator : DOUG

Sample : 40 PPM STD 16100

Misc : AG-5 8270

ALS Vial : & Sample Multiplier: 1

Quant Time: Oct 30 16:23:26 2013

Quant Method : C:\MSDCHEM\:L\CALFILES\827OCALS\E82703:L6I—IW.M
Quant Title : 8270 BNA Calibration

QLast Update : Wed Oct 30 11:16:31 2013

Response via : Initial Calibration

IAbundance TIC: E1030311.D
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Quantitation Report

(Not Reviewed)

Data Path C:\MSDCHEM\ 1\DATA\103013\
¢ Data File : E1030312.D

Acg On 30 Oct 2013 15:48

Operator DOUG

Sample 60 PPM STD 16101

Misc : AG-5 8270

ALS Vial : 7 Sample Multiplier: 1°

Quant Time: Oct 30 16:23:37 2013
Quant Method
Quant Title

QLiast Update

Regponsge via

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.45 152 1959845 40.00 ug/L 0.00
2) Naphthalene-ds 8.42 136 7384721 40.00 ug/L 0.00
4) Acenaphthene-dlo0 12.34 164 4364498 40.00 ug/L 0.00
8) Phenanthrene-dl0 14.91 188 7677107 40.00 ug/L 0.00

10) Chrysene-dl2 20.60 240 8714341 40.00 ug/L 0.0%
15) Perylene-dl2 25.49 264 7663686 40.00 ug/L 0.00

System Monitoring Compounds IR . 'pﬁ
3) Nitrobenzene-d5 8.29 82 4689735 56.29 ug/L  0.00
Spiked Amount 50.000 Recovery = ,112.58% ET
5) 2-Fluorobiphenyl 11.19 172 8337513 51.76 ug/L 0.00
Spiked Amount 50.000 Recovery - 103.52% S

12) Terphenyl-dl4 17.74 244 10633125 58.03 ug/L 0.00
Spiked Amount 50.000 Recovery = 116.06% t)

Target Compounds ; , . Qvalueb
6) Dimethylphthalate 11.88 163 9099083 54.55 ug/L 100
7) Diethylphthalate 13.10 149 8549596 48,83 ug/L .99
9) Di-n-butylphthalate 15.94 149 13895119 41.17 ug/L " .98

11) Pyrene : 17.45 202 14462755 46.62 ug/L g1
13) bis(2-Ethylhexyl)phthalate 20.82 149 10899492 34.58 ug/L- 59
14) Di-n-octylphthalate 23.62 149 18581997 34.33 ug/L 99
o "‘;:.' 4. R (] C’
(#) = qualifier out of range (m) = manual integration (+) = &ignals summed
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Initial Calibration




Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\I1\DATA\103013\
Data File : E1030312.D

Acg On : 30 Oct 2013 15:48
Operator : DOUG

Sample : 60 PPM STD 16101
Misc : AG-5 8270

ALS Vial : 7 Sample Multiplier: 1

Quant Time: Oct 30 16:23:37 2013

Quant Method : C:\MSDCHEM\l\CALFILES\827OCALS\E82703lGHW.M
Quant Title : 8270 BNA Calibration

QLast Update : Wed Oct 30 11:16:31 2013

Response via : Initial Calibration

Abundance - TIC: E1030312.D
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\1\DATA\103013\
Data File : E1030313.D

Acg On : 30 Oct 2013 16:29 S
Operator : DOUG £
Sample *+ : 30 PPM ICV 16074 .S
Misc : AG-5 8270 e
ALS Vial : 8 Sample Multiplier: 1 :

Quant Time: Oct 30 17:02:08 2013
Quant Method : C: \MSDCHEM\l\CALFILES\827OCALS\E8270316HW M

Quant Title : 8270 BNA Calibration
QLast Update : Wed Oct 30 16:31:12 2013
Regponge via : Initial Calibration
Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.45 152 2069659 40.00 ug/L 0.00
2) Naphthalene-ds8 9.42 136 7659858 40,00 ug/L 0.00
4) Acenaphthene-dlo0 12.34 164 4529471 40.00 ug/L 0.00
8) Phenanthrene-dl10 14.91 188 7973422 40.00 ug/L 0 Od
10) Chrysene-di2 20.59 240 9466575 40.00 ug/L 0.00
15) Perylene-dl2 25.50 264 9968639 40.00 ug/L 0.00
System Monitoring Compounds 5
3) Nitrobenzene-db . 8.28 82 2295838 26.50 ug/L 0.00
Spiked Amount 50.000 Recovery =: ;53.00% .
5) 2-Fluorobiphenyl 11.19 172 4443828 @ 25.57 ug/L . 0.00
Spiked Amount 50.000 Recovery = 51.14% v
12) Terphenyl-dl4 17.73 244 5564131 25.71 ug/L ' 0.00
Spiked Amount 50.000 Recovery = 51.42% .11
Target Compounds Qvaluet
6) Dimethylphthalate- 11.87 163 5036750 27.85 ug/L .99
7) Diethylphthalate 13.08 149 4958994 28.27 ug/L 100
9) Di-n-butylphthalate 15.93 149 8151719 27.97 ug/L 95
11) Pyrene 17.44 202 8803077 28.64 ug/L 80
13) bis(2-Ethylhexyl)phthalate 20.81 149 5904387 28.76 ug/L ,99
14) Di-n-octylphthalate 23.60 149 1014953438 29.04 ug/L lQQ
“O
(#) = qualifier out of range (m) = manual integration (+) = signals summed
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PR R .o, . o

"“Quantitation Report . (Not Reviewed)

Data Path : C:\MSDCHEM\1\DATA\103013\
Data File : E1030313.D

Acg On : 30 Oct 2013 16:29
Operator : DOUG

Sample : 30 PPM ICV 16074
Misc : AG-5 8270

ALS Vial : 8 Sample Multiplier: 1

Quant Time: Oct 30 17:02:08 2013

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\ES8270316HW.M
Quant Title : 8270 BNA Calibration

QLast Update : Wed Oct 30 16:31:12 2013

Response via : Initial Calibration

Abundance TIC: E1030313.D
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Continuing Calibration Report AGS5

Method Path : C:\MSDCHEM\1\CALFILES\8270CALS\ ' ' L
Method File : E8270316HW.M g o
Title : 8270 BNA Calibration ‘ _ g ) oy
Last Update : Wed Oct 30 17:02:43 2013 " L
Regponse Via : Initial Calibration

CC Data File: E1030313.D

Min. RRF  : 0.000 Min. Rel. Area : 50%
Max. RRF Dev :  20% Max. Rel. Area : 200%
Compound AvgRF CCRF %Déﬁ~ Area% v
1 I 1,4-Dichlorobenzene-d4 1.000  1.000 0.0 105
2 I Naphthalene-ds 1.000 1.000 0.0 105 3
38 Nitrobenzene-d5s 0.452 0.400 11.7 92 .
4 1 Acenaphthene-d10 1.000 1.000 0.0 105
5 8 2-Fluorobiphenyl 1.535 1.308 14+ 8 93. ;
6 T Dimethylphthalate 1.597 1.483 7.2 100
7 T Diethylphthalate 1.549 1.460 5.8' 102
* 8 I  Phenanthrene-d10 1.000 1.000 0.0 107 .
L9 T Di-n-butylphthalate 1.462 1.363 6.8 100
10 I Chrysene-d12 1.000 1.000 0..0% - 107 N
11 T™ Pyrene 1.299 1.240 4.5 ° 104
12 8 Terphenyl-dl4 0.914 0.784 14:..3 . 92
13 T bis (2-Ethylhexyl)phthalate 0.867 0.832 4.1 ~100
14 TC Di-n-octylphthalate 1.477 1.429 3.2# 100
15 I Perylene-dl2 1.000 1.000 0.0. 139
(#) = Out of Range SPCC'g out = 0 CCC’s out =1
B
0T
'E8270316HW.M Wed Oct 30 17:02:46 2013 L 'Page: 1
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wouer [0]30[2013  $270

Notebook No. 3 3 ( [ 8 49

Continued from Page _

e Piage-135 Of 28311

— . ; B
- : Injection Log ‘
. Directory: C:\MSDCHEM\1\DATA\103013 1]
-
L Line Vial FileName Multiplier  SampleName Misc Info
L 1 1 E1030301.d 1. 50 NG DFTPP 16093 AG-5 8270
2 1 E1030302.d 1. 50 NG DFTPP 16093 AG-5 8270
- 31 E1030303.d 1. 50 NG DFTPP 16093 ‘Qag AG-5 8270
— 4 2 E1030304.d 1 w“PM 50-NGBFFPP 16083 4 1av AG-5 8270
5 2 E1030305d 1730 “Oom SS-NSBFTPP 16083 Pass AG-5 8270
- B 1 E1030306.d . &iy) CAL BLK 16095 AG-5 8270
L 7 2  E1030307.d 0 5 PPM STD 16096 - AG-5 8270
8 3 E1030308.d 0. ?%Xi'\ 10 PPM STD 16097 £9370 AG-5 8270
— 9 4 E1030309.d 0. ol%o]13 20 PPM STD 16098 3/ HW AG-58270 -
- 10 5 E1030310d 0. 30 PPM STD 16099 T AG-58270 N
11 & E1030311d O 40 PPM STD 16100 = 3/6HT* ac-5 8270 W
12 7 E1030312.d 0. 60 PPM STD 16101 AG-5 8270 5
— 13 8 E1030313.d 0. 30 PPM ICV 16074 AG-5 8270 "
| 14 1 E1030314.d 1. 006557-20B1 AG-5 8270 B10108
15 2 E1030315d - 0. 006557-20K1 AG-5 8270 B10108
— 16 3 E1030316.d 0. 006557-01 AG-5 8270 B10108
17 4 E1030317d 0. 006557-02 AG-5 8270 B10108
e 18 5 E1030318.d 0. 006557-03 AG-5 8270 B10108
— 19 6 E1030319.d 0. 006557-04 Pace, AG-5 8270 B10108 T—
_ L
(/-> \/ N ‘ 2 ~ A =
2N 30 gor3
/
{_ ///
/ X 0 far |S 0, Tudie 1S
% v \fj (e c\m’t)(
/ N
B /
B Continued on Page
E/K Read and Understood By
‘ LO/S@I%p 7 // /9///}
Signed Ddte Sighfd Date
7&6558~Sea-Cctimber—Self
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METHOD BLANK REPORT

Inc.
Mt. Vernon,

ARDL,

Lab Report No: 006557

400 Aviation Drive;
Illinois

Report Date:

P.O. Box 1566
62864

11/04/2013

Project Name: MAKAU MILITARY RES O

Analysis: BNA'S

(METHOD 8270)

| |
| Project No.: Analytical Method: 8270C
| NELAC Certified - IL100308 Prep Method: 3550A
I l
| Field ID: NA ARDL Lab No.: 006557-20B1 |
| Desc/Location: NA Lab Filename: E1030314
| sample Date: NA Received Date:  NA |
| sample Time: NA Prep. Date: 10/28/2013
| Matrix: QC Material Analysis Date:  10/30/2013
| Amount Used: 5 g Instrument ID:  AG5
| Final Volume: 1 mL QC Batch: B6634 |
| % Moisture: NA Level: LOW
l I
| Method Reporting Data |
| Parameter Limit Limit Result Flag Units |
| |
| Dimethylphthalate 200 1000 ND UG/KG
| Diethylphthalate 200 1000 ND UG/KG
| Di-n-butylphthalate 200 1000 ND UG/KG
| Pyrene 200 1000 ND UG/KG
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG
| Di-n-octylphthalate 200 1000 ND UG/KG
l |
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-d5 30-130 74% |
|2-Fluorobiphenyl 30-130 82% |
| Terphenyl-di14 30-130 82%

I

|

Surrogate recoveries marked with '*!

Blank for Run B6634, BNA'S (METHOD 8270)

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

indicates they are outgide standard limits.

Page 1 of 1
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Data Path
Data File
Acg On
Operator
Sample
Misc

ALS Vial

Quant Time:
Quant Method
Quant Title
QLast Update
Response via

Quantitation Report

C:\MSDCHEM\ 1\DATA\103013\
E1030314.D

30 Oct 2013 17:10
DOUG

006557-20B1

AG-5 8270 B10108

1 Sample Multiplier: 1

Nov 01 14:11:37 2013
C:\MSDCHEM\ 1\CALFILES\8270CALS\E8270316HT.M

8270 BNA Calibration
Thu Oct 31 15:00:02 2013
Initial Calibration

(QT Reviewed)

Internal Standards R.T. QIon Response Conc Units Dev(Mih)
1) 1,4-Dichlorobenzene-d4 7.45 152 1846727  8000.00 ug/Kg 0.0
° 2) Naphthalene-ds 9.41 136 6933830 8000.00'ug/Kg O:O
° 4) Acenaphthene-dlo 12.33 164 4091062 8000prJug/Kg QQO
° 8) Phenanthrene-dlo0 14.90 188 7354272 BOOO.bqiqg/Kg 0.0
° 10) Chrysene-di12 20.56 240 8610891 8OOO;OOTué/Kg —dlo
’ 15) Perylene-di12 25.48 264 7705166  8000.00 ug/Kg 0.0
0
System Monitoring Compounds
3) Nitrobenzene-db 8.27 82 1446612 3688.92 ug/Kg -0.0
. Spiked Amount 5000.000 Recovery = 73.78% i)
5) 2-Fluorobiphenyl 11.18 172 3209955  4089.63 ug/Kg 010
9 Spiked Amount  5000.000 Recovery =  81.79% i
12) Terphenyl-dil4 17.73 244 4023016 4087.88 ug/Kg 0.0
’ Spiked Amount 5000.000 Recovery = 81.76% 10
Target Compounds s ( _Qvalqeu
""""""""""""""""""""""""""""""""""""""""""""""""""""""""""
(#) = qualifier out of range (m) = manual integration (+) = signals sum@éd

E8270316HT.M Fri Nov 01 14:11:44 2013

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

{ CoL ERRS

B S Rty
~ Page: 1
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e ‘Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\1\DATA\103013\
Data File : E1030314.D

Acg On : 30 Oct 2013 17:10
Operator : DOUG

Sample : 006557-20B1

Misc : AG-5 8270 B10108

ALS Vial =: 1 Sample Multiplier: 1

Quant Time: Nov 01 14:11:37 2013

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M
Quant Title : 8270 BNA Calibration

QLast Update : Thu Oct 31 15:00:02 2013

Response via : Initial Calibration

Abundance TIC: E1030314.D
1400000

-d10,1

1300000

1

Rapr thene:
Phenanthrene-d10,!

Naphthalene-d8,|

1200000

1100000

A
s

1000000

1,4-Dichlorobenzene-d4,|

Perylene-d12,t

900000

Chrysene-d12,|

800000

2-Fluorobiphenyl,S
Terpheny!-d14,8

700000

800000

500000

400000

Nitrobenzene-d5,S

300000

+ 200000

100000

4 L
s

: LI I N A L LA B R B L LI BN B B L L L L LSO L L B L L B LIS L L B L L L L L L LB B L B L L L L T B B L B A L
Emw—> 4.00 5.00 6.00 7.00" 8.00. 9.00°10.00 11.00 12.00 13.00 14.00-15.00 16.00 17:00 18.00 19.00 20.00 21.00 22.00 23.00 24.00 25.00 26.00 27.00 28.00 29.00 30.00 31.00 AJ

E8270316HT.M Fri Nov 01 14:11:44 2013 Page: 2
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 11/04/2013

| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) |

| Project No.: Analytical Method: 8270C |

| NELAC Certified - IL100308 Prep Method: 3550A |

l I

| Field ID: NA ARDL Lab No.: 006557-20K1

| Desc/Location: NA Lab Filename: E1030315 |

| sample Date:  NA Received Date: NA [

| sample Time: NA Prep. Date: 10/28/2013 |

| Matrix: QC Material Analysis Date: 10/30/2013 |

| Amount Used: 5 g Instrument ID:  AGS

| Final Volume: 1 mL QC Batch: B6634 ]

| % Moisture: NA Level: LOW ]

| |

| Method Reporting Data

| Parameter Limit Limit Result  Flag Units |

l l

| Dimethylphthalate 200 1000 3570 UG/KG |

| Diethylphthalate 200 1000 3740 UG/KG

| Di-n-butylphthalate 200 1000 3790 UG/KG |

| Pyrene 200 1000 3850 UG/KG

| bis(2-Ethylhexyl)phthalate 200 1000 3650 UG/KG

| Di-n-octylphthalate 200 1000 3670 UG/KG

| |

| SURROGATE RECOVERIES: Limits Results {

|Nitrobenzene-ds 30-130 67% |

| 2-Fluorobiphenyl 30-130 75%

| Terphenyl-d14 30-130 77% |
|

|

Surrogate recoveries marked with '*' indicates they are outside standard limits.

Spike Blank for Run B6634, BNA'S (METHOD 8270) Page 1 of 1
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[

Quant Time:
Quant Method
Quant Title
QLasgt Update
Resgponse via

Quantitation Report

‘Data Path C:\MSDCHEM\ 1\DATA\ 103013\
Data File E1030315.D

Acqg On 30 Oct 2013 17:51
Operator DOUG

Sample 006557-20K1

Misc AG-5 8270 B10108

ALS Vial 2 Sample Multiplier: 1

Nov 01 13:48:01 2013

(Not Reviewed)

C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M

8270 BNA Calibration
Thu Oct 31 15:00:02 2013
Initial Calibration

Inter

i
}

Syste
3)

Spi
5)

Spi
12)

Spi

Targe
6)

nal Standards R.T. QIon
1,4-Dichlorobenzene-d4 7.45 152
Naphthalene-d8 9.41 136
Acenaphthene-di10 12.33 164
Phenanthrene-dil10 14.90 188
Chrysene-dl12 20.56 240
Perylene-dl2 25.48 264
m Monitoring Compounds

Nitrobenzene-d5 8.27 82
ked Amount 5000.000

2-Fluorobiphenyl 11.18 172
ked Amount 5000.000

Terphenyl-dil4 17.73 244
ked Amount 5000.000

t Compounds

Dimethylphthalate 11.86 163
Diethylphthalate 13.07 149
Di-n-butylphthalate 15.93 149
Pyrene 17.43 202
bis(2-Ethylhexyl)phthalate 20.80 149
Di-n-octylphthalate 23.59 149

qualifier out of range

(m)

E8270316HT.M Fri Nov 01 13:48:06 2013

ARDL Inc

Response Conc Units Dev(Min)
1984603  8000.00 ug/Kg 0.0
7413783  8000.00 ug/Kg 0.0
4332357 BOOOAQO;ug/Kg 0.0
7738584  8000.00' ug/Kg 0.0
9228679  8000.00 ug/Kg -0.0
8399376  8000.00 ug/Kg 0.0
1412844 3369.57 ug/Kg -0.0
Recovery = 67.39% upJ
3123459 3757.79 ug/Kg 0:0
T PIRY:

Recovery = 75.16% o
4038654  3829.05 ug/Kg 0.0
Recovery  ='' 76.58% J.O
.”VfT%ﬁ’vaalﬁeﬁ
3084909 3566.96 ug/Kg 98
3139533 3742.85 ug/Kg 100
5367260 3794.36 ug/Kg 195
5769266 3850.84 ug/Kg 180
3648611 3646.00 ug/Kg 99
6258441 3673.66 ug/Kg 100
0
(+) = signals summed

manual integration

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

R T et

Page: 1

O
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“sQuantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\1\DATA\103013\
Data File : E1030315.D

Acg On : 30 Oct 2013 17:51
Operator : DOUG

Sample : 006557-20K1

Misc : AG-5 8270 B10108

ALS Vial : 2 Sample Multiplier: 1

Quant Time: Nov 01 13:48:01 2013

Quant Method : C: \MSDCHEM\l\CALFILES\827OCALS\E8270316HT M
Quant Title : 8270 BNA Calibration

QLlast Update : Thu Oct 31 15:00:02 2013

Response via : Initial Calibration

Abundance TIC: E1030315.D

1500000

-d10,|

1400000

Phenanthrene-d10

[
naphthene

Naphthalene-d8,!

1300000

1200000

A
A

11000001 -

1,4-Dichlorobenzene-d4, |

1000000

Pyrene, TM
Perylene-d12}

Terphenyl-d14,8
Chrysene-di2,!

900000

800000

2-Fluorobiphenyl,S
Di-n-butyiphthalate, T

700000

Diethylphthalate, T

600000

Dimethylphthalate, T

Di-n-octylphthalate, TC

500000

bis(2-Ethylhexyl)phthalate, T

Nitrobenzene-d5,S

400000
300000

200000

0 |lL>1|J\||xx[«\1|'|r lt1\\||‘]||111T||rlxrx|[vx‘!]ix;»1nxl||l(4o»»l1r1|||x\xs‘xx1|xl|1|||||||;sx>xllrrx»»x||x«x{xnrr|||;||x\x|1

Time—> . 4.00 500 600 7.00 800 9001000110012001300140015001600170018001900200021002200230024002500260027002800290030003100

E8270316HT.M Fri Nov 01 13:48:10 2013

Page: 2
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Abundance Scan 1198 (8.980 min): E0921610.D (-1190) (-) #6 ) .
: 143 Dlmethylphthalate

Concen: 3566.96 ug/Kg
RT: 11.86 min Scan# 2293
Refo Delta R.T. -0,01 min
77 Lab File: E1030315.D
o Acqg: 30 Oct 2013 17:51
oloao % ea | | 104 420 198 449 | 194 |
_rlIIllIIIIVI}VIIIII\ItIII'}l]]]IIII|||1||tl||1!‘|||ll|||||\!|I|||l||||l||)IItllllll|f]|]Y| N .
miz-> 30 40 50 60 70 80 90 100110120130 140160160170180 190200 | L9t Ion:163 Resp: 3084309
Abundance Ion Ratio Lower Upper
163 163 100
194 3.1 0.0 23.3
164 10.0 0.0 30.7
Ray,
bundance lon 163,00 (162.70 to 163.70): E10303" |
77 300000{lon 194.00 (193.70 to 194.70): E10303 : -
50 92 153 lon 164.00 (163.70 to 164.70); E10303
ol 38 ") 64 I' [ 104 120 P 149 | 194 250000 '
l‘]']""l\lll]l]l‘lll‘l|IIIII||||‘||V1||il||||('|||||']l['[lllllll||1)I||||(||||||IlIllll SRS
m/z-> 30 40 50 60 70 80 90 100110 120130 140150160170 180 190 200 11,86 -
Abundance Scan 2293 (11.862 min); E1030315.D (-2161) (-) 200000 .
163 -
150000 * e
Sub -
20 100000
77 50000
92
ol 38 5 e ..I‘ [ 1% 120 9 449 | 194 0
l}'ll]llll'lllllllllllllllI!llll|I|Il||||r|l||l|[7}‘l|I||llI,II\I]|(V||I||I|I||I(I|1IIIYI |II||,IIII‘I|\| T lll!lll
miz-> 30 40 50 60 70 80 90 100110120 130140150160170180190200 [Time--> 11.70 11.80 11.90 12.00 12.10 12.20
Abundance Scan 1427 (10.203 min); E0921610.D (-1418) (-) #7 3
149 Dlethylphthalate 7

Concen: 3742.85 ug/Kg
RT: 13.07 min  Scan# 2616

Refo Delta R.T.  -0.01 min 1
Lab File: " B1030315.D
177 . . "
76 93105 . Acqg: 30 Oct ;2013 17:51 .
0|II3|9II5'(I)I|1III|||IIl“‘!|lll‘h|??2|l6|l 16|6| !‘IIII1I9I3||T|I2|2|2l! : ) 4 R = }:3
niz--> 40 60 80 100 120 140 160 180 200 220 | r9t Ion:149 Resp: 313953
Abundance Ion Ratio Lower Upper
149 149 100 L 3
177 21.0 0.8  40.8
150 12.4 0.0 32. 35
Rayo ;
[Abundance lon 149.00 (148.70 to 149.70); E10303
lon 177.00 (176.70 to 177.70); E10303 .
65 76 o3 105 1o 177 30000051, 150.00 (149.70 to 150.70); E10303
39 S0 132 164 195 222 ‘
Oa||‘||||'||||'||“||||v|[||!"u|||h||I||||||||||‘£I,||||l|-v»|ﬁ*‘v—r 250000 13.07
m/z--> 40 60 80 100 120 140 160 180 200 220 .
Abundance Scan 2616 (13.071 min): E1030315.D (-2485) (-) 200000
149 ‘
150000
Sub 100000 ( .
177 50000
65 76 g3 105 ‘
0 i 5(‘) T I‘ “|| : l” 11%11321 I ?64 |‘| 195| 2|22 T =
|It[l|¥'!|||l|||“r171 T Yy T Ty T T T T r T T rrTrTrT IIV‘(!II LI AU B lllI!I
miz--> 40 60 80 100 120 {40 160 180 200 220 [Time--> 1300 1310 13.20
5/
. "
E1030315.D E8270316HT.M Fri Nov 01 13:48:13 2013 Page 3

i
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Abundance Scan 2008 (13.307 min): E0921610.D (-1999) () #9
149 Di-n-butylphthalate ]
Concen: 3794.36 ug/Kg '
RT: 15.93 min . Scant 3380
Refo Delta R.T. —O 00 min i -
Lab File: E1030315.D
Acg: 30 Oct 2013 17:51 %
Oh b b 9V 12135 | te 205223 278 726
miz--> 40 60 80 100 120 140 160 180 200 220 240 260 280 | L9t lon:149 Resp: 5367260
Abundance Ion Ratio [Lower Upper
149 149 100 ' ;
150 9.2 0.0 29,4
104 5.1 0.0 28.5
Ray, . S e
IAbundance {on 149.00 (148.70 to 149.70): E10303
lon 150.00 (149.70 to 150.70); E10303
5000C0:10n 104.00 (103.70 to 104.70): E10303
41 56 76 91 104 121 135 205 223
01_|[||I6||l!lIIIIIIIIIIIII'IIII|\||illI|II|('!II|II1|0|I|Illlllllll 1593
miz--> 40 60 80 100 120 140 160 180 200 220 240 260 280 | 400000 '
Abundance Scan 3380 (15.930 min): E1030315.D (-3247) (-)
149 300000
0
sub 200000
50
100000 ‘ i
OIVI4||1I|I5I6|III7|6'll9;]l1l??|’l1|2l1l1l3|5||III|lI’I1I7]7l¢IT]2I015112]21311![lllllll278 TFT !Illl%l‘)}.ll T TT YIIY[IV;',() !
mfz--> 4060 80 100 120 140 160 180 200 220 240 260 260 [Time-> _ 158515.9015. 9516.00 16.05
Wbundance Scan 2286 (14.792 min); E0921610.D (-2273) (-) #11 J
202 Pyrene ! 5
Concen: 3850 84 ug/Kg
RT: 17.43 mlh - Scantt 3781
Refo Delta R.T. -0.01 min “
101 Lab File: E1030315.D |
Acg: 30 Oct 2013 17:51°
ol 38 80 62 75 ‘ 112122133 150 163174185 i‘“ L
T‘r|||||||||<|||||| T T LI L Bt L . . !
miz--> 40 60 80 100 120 140 160 180 200 230 | LT9E Ion:202 Resp: 57639266
Abundance Ion Ratio Lower Upper
202 202 100 ' A
101 13.1 3.8 43, 8
100 10.5 O 0 38.1
Ray - i
Abundance lon 202.00 (201.70 to 202.70); E10303
5000001lon 101.00 (100,70 to 101.70): E10303:".
101 lon 100.00 (99,70 o 100.70): E103031
88 174 ‘ n /‘; :' .. |
ol 3880 €2 7t P ” 112123134 190161 117186 ~| 400000 '
miz--> 40 60 80 100 120 140 160 180 200 220 g
Abundance Scan 3781 (17.431 min): E1030315.D (-3716) (-) ;
202 300000 .
200000 £
Sub .
50
100000
101
ol 38 50 62 74 88 | 112123134 150461 174 186 0
T—lllllllllll|IIIIIYIIVIIIIIlIIII]Il’T]I‘ITl IIIIF!|‘III)IIIIYIY!|‘
m/z--> 40 60 80 100 120 140 160 180 200 220 [Time->  17.30 17.40 17.50 17.60 17.70
v I
E1030315.D E8270316HT.M Fri Nov 01 13:48:15 2013 © Page 4 i

"ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

Page 1447J,1f.=283

i
|




]
40

bundance Scan 2784 (17.453 min): E0921610.D (-2769) (-) #13
149 bis (2- Ethylhexyl phthalate
Concen: 3646, OO ug/Kg
RT: 20.80 mln . Scan# 4680
Refo Delta R.T. ~0.01 min
57 71 167 Lab File: E1030315.D .
' Acg: 30 Oct72013: 17 51
A TS A N B | \
miz—> 40 60 80 100 120 140 160 180 200 220 240 260 280 | L9t Ion:149 Resp: 364861;‘
Abundance Ton Ratio Lower Upper,
149 149 100 k
167 25.1 4.9 44.9
279 3.0 0.0 22.2?
Rayy ﬁ
Abundance lon 149.00 (148.70 to 149.70): E10303
57 167 lon 167.00 (166.70 to 167.70); E10303
43 71 04 150000110n 279,00 (278.70 to 279.70): E10303
|' 21 || 240 279 |
Ollilllllllllf]\lll|l|||l|||||||'|V|||’|II|||!||||!II|IIIII 20'80\
miz--> 40 60 80 100 120 140 160 180 200 220 240 260 280 : _
Abundance Scan 4680 (20.796 min): E1030315.D (-4548) (-) 100000 e
149 [t
; 1
Su?o 50000
57 167 o
41 } ’
oi,.,...h,.‘.i”..%s”. azies | | a0 2 i
miz--> 40 60 80 100 120 140 160 180 200 220 240 260 280 [Time--> 2070 20.80  20.90
Abundance Scan 2999 (18.601 min): E0921610.D (-2991) () #14
149 Di-n-octylphthalate
Concen: 3673.66 ug/Kg o
RT: 23.59 m1n< Scan# 54%7
Refo Delta R.T. . =<0.01 min 7
Lab File: E1030315 D }
i3 Acg: 30 Oct 2013 17.51*
o o | 1|04 122 | 167 197 217 252 279 306 i o
IIIIII1!IIIIIIII|I‘IIII||||||lI|||l|ll'll|I‘IIlII)II|||||I||(I||||]1 . R a .
miz--> 40 60 80 100 120 140 160 180 200 220 240 260 260 300 | L9t ITon:1l49 - Resp: 62584417
Abundance ~ Ion Ratio :;oWer Upper”
149 149 100 v e
150 9.6 0.0 29. 7
Rayy 2 _ ﬁU
Abundance fon 149.00 (148.70 to 149.70): E10304
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 11/04/2013
| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) |
| Project No.: Analytical Method: 8270C |
| NELAC Certified - IL100308 Prep Method: 3550A
|
I Field ID: MAK0O01C ARDL Lab No.: 006557-01 |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1030316 [
| Sample Date: 09/09/2013 Received Date: 10/23/2013
| sample Time: 1403 Prep. Date: 10/28/2013
| Matrix: TISSUE Analysis Date: 10/30/2013
| Amount Used: 5 g Instrument ID:  AGS |
| Final Volume: 1 mL QC Batch: B6634
| % Moisture: No Moisture Present Level: LOW
| |
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor |
| |
| Dimethylphthalate 200 1000 ND UG/KG 1 I
| Diethylphthalate 200 1000 ND UG/KG 1
| Di-n-butylphthalate 200 1000 ND UG/KG 1
| Pyrene 200 1000 ND UG/KG 1 |
] bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
| Di-n-octylphthalate 200 1000 ND UG/KG 1 |
| l
| SURROGATE RECOVERIES: Limits Results
|Nitrobenzene-d5 30-130 65% |
|2-Fluorobiphenyl 30-130 74%
| Terphenyl-d14 30-130 78% |
l

Surrogate recoveries marked with '*' indicates they are outside standard limits.

Sample 006557-01, BNA'S (METHOD 8270) Page 1 of 1
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Quantitation Report (QT Reviewed)

Data Path C:\MSDCHEM\1\DATA\103013\
Data File E1030316.D
© Acg On 30 Oct 2013 18:32
i Operator DOUG
. Sample 006557-01
Misc : AG-5 8270 B10108
ALS Vial : 3 Sample Multiplier: 1

Quant Time: Nov 01 14:12:44 2013
Quant Method
Quant Title

QLast Update

Response via

8270 BNA Calibration
Thu Oct 31 15:00:02 2013
Initial Calibration

C:\MSDCHEM\l\CALFILES\827OCALS\E8270316HT.M

L

Internal Standards R.T. QIon Response Conc Unitg Dev (Min)

1) 1,4-Dichlorobenzene-d4 7.45 152 2048277  8000.00 ug/Kg 0.0

10 2) Naphthalene-ds8 9.41 136 7541753 8000.00 ug/Kg 0.0

° 4) Acenaphthene-dlo0 12.33 164 4462113 8000.00 ug/Kg 0.0

Q 8) Phenanthrene-dlo0 14.90 188 7913613 8000 .-00- ug/Kg 0.0

{o 10) Chrysene-dl2 20.56 240 9357914 aooofdd'ué/Kg -0.0

’ 15) Perylene-dil2 25.48 264 8493115 8000.00 ug/Kg -0.0
1 .

System Monitoring Compounds

3) Nitrobenzene-d5 8.27 82 1385285 3247.78 ug/Kg -0.0

' Spiked Amount 5000.000 Recovery = 64.96% o)

5) 2-Fluorobiphenyl 11.18 172 3185411  3720.88 ug/Kg 0.0

° Spiked Amount 5000.000 Recovery = 74.42% ITO

: 12) Terphenyl-dl4 17.73 244 4174443 3903.14 ug/Kg 0.0

.O Spiked Amount 5000.000 Recovery = 78.06% .0

v Target Compounds ek Qvaldég

""""""""""""""""""""""""""""""""""""""""""""""""""""" 0 e 0.0

manual integration (+)

E8270316HT.M Fri Nov 01 14:12:50 2013

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C
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~Quantitation Report

Data Path : C:\MSDCHEM\1\DATA\103013\

Data File : E1030316

.D

Acg On : 30 Oct 2013 18:32
Operator : DOUG

Sample 006557-01

Misc : AG-5 8270 Blolces

ALS Vial : 3 Sample Multiplier: 1
Quant Time: Nov 01 14:12:44 2013

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M
8270 BNA Calibration
Thu Oct 31 15:00:02 2013
Initial Calibration

Quant
QLast

Response via

Title
Update

(QT Reviewed)
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ARDI:, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 11/04/2013

| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) |

| Project No.: Analytical Method: 8270C |

| NELAC Certified - IL100308 Prep Method: 3550A t
|

} Field ID: MAK002C ARDL Lab No.: 006557-02

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1030317 |

| Sample Date: 09/09/2013 Received Date: 10/23/2013 |

| sample Time: 1227 Prep. Date: 10/28/2013

| Matrix: TISSUE Analysis Date: 10/30/2013 |

| Amount Used: 5 g Instrument ID:  AG5 ]

| Final volume: 1 mL : QC Batch: B6634 |

| % Moisture: No Moisture Present Level: LOW |

| |

| Method Reporting Data Dilution |

| Parameter Limit Limit Result Flag Units Factor |

| I

l Dimethylphthalate 200 1000 ND UG/KG 1

| Diethylphthalate 200 1000 ND UG/KaG 1 |

| Di-n-butylphthalate 200 1000 ND UG/KG 1 |

| Pyrene 200 1000 ND UG/KG 1

| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1

| Di-n-octylphthalate 200 1000 ND UG/KG 1

| l

| SURROGATE. RECOVERIES: Limits Results |

|Nitrobenzene-ds 30-130 69% |

| 2-Fluorobiphenyl 30-130 76%

| Terphenyl-d14 30-130 74% }
|

Surrogate recoveries marked with '*' indicates they are outside standard limits.

Sample 006557-02, BNA'S (METHOD 8270)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

Page 1 of 1
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Quantitation Report (QT Reviewed)

Data Path C:\MSDCHEM\ 1\DATA\103013\
"Data File E1030317.D

Acg On 30 Oct 2013 19:13
Operator DOUG

Sample 006557-02

Misc : AG-5 8270 B10108

ALS Vial : 4 Sample Multiplier: 1

Nov 01 14:16:48 2013
C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M
8270 BNA Calibration
Thu Oct 31 15:00:02 2013
Initial Calibration

Quant Time:
Quant Method
Quant Title
QLast Update
Regponse via

Internal Standards R.T. QIon Reéponse Conc Units Dev (Min)

1) 1,4-Dichlorobenzene-da 7.45 152 2056214  8000.00 ug/Kg 0.0

° 2) Naphthalene-ds 9.42 136 7676960  8000.00 ug/Kg 0.0

¢ 4) Acenaphthene-dlo 12.33 164 4451347 8000.00 ug/Kg 0.0

HO 8) Phenanthrene-dlo0 14.90 188 7922280 8000.00 ug/Kg 0.0

?p 10) Chrysene-dil2 20.56 240 9638123 8000.00 ug/Kg -0.0

? 15) Perylene-di2 25.49 264 8781196 sooofbo”ug/Kg 0.0

0 .
System Monitoring Compounds .

3) Nitrobenzene-dbs ' 8.27 82 1450207 3432.24 ug/Kg -0.0

' Spiked Amount 5000.000 Recovery = 68.64% 1)

5) 2-Fluorobiphenyl 11.18 172 3261646 3819.15 ug/Kg Q.Q

° Spiked Amount 5000.000 Recovery = 76.38% %

12) Terphenyl-di4 17.73 244 4078156 3702.25‘ug/Kg 0.0

0 Spiked Amount 5000.000 Recovery = . 74.05% 5;@

v Target Compounds Qvalue?

(#) = qualifier out of range (m) = manual integration (+) = signalg summed

;E8270316HT.M Fri Nov 01 14:16:53 2013

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C
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Data Path -

Data File :
Acg On
Operator
Sample

Misc

ATS Vial :

Quant

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M
Quant Title

QLast Update
Response via

Time:

“=vQuantitation Report

C:\MSDCHEM\ 1\DATA\103013\
E1030317.D

30 Oct 2013 19:13

DOUG

006557-02

AG-5 8270 B10108

4 Sample Multiplier: 1

Nov 01 14:16:48 2013

: 8270 BNA Calibration

: Thu Oct 31 15:00:02 2013

: Initial Calibration

(QT Reviewed)
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date:  11/04/2013

| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) |

| Project No.: Analytical Method: 8270C

| NELAC Certified - IL100308 Prep Method: 3550A [
|

I Field ID: MAK004C ARDL Lab No.: 006557-03

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1030318

| Sample Date: 09/09/2013 Received Date: 10/23/2013 |

| Sample Time: 1420 Prep. Date: 10/28/2013 |

| Matrix: TISSUE Analysis Date: 10/30/2013

| Amount Used: 5 g Instrument ID:  AGS5 [

| Final Volume: 1 mL QC Batch: B6634 ]

| % Moisture: No Moisture Present Level: LOW |

| |

| Method Reporting Data Dilution |

| Parameter Limit Limit Result Flag Units Factor l

| l

| Dimethylphthalate 200 1000 ND UG/KG 1

| Diethylphthalate 200 1000 ND UG/KG 1

| Di~n-butylphthalate 200 1000 ND UG/KG 1 |

| Pyrene 200 1000 ND UG/KG 1

| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1

| Di-n-octylphthalate 200 1000 ND UG/KG 1 |

| |

| SURROGATE RECOVERIES: Limits Results

|Nitrobenzene-ds 30-130 64% |

| 2-Fluorobiphenyl 30-130 75%

| Terphenyl-d14 30-130 77% |
|

Surrogate recoveries marked with '*' indicates they are outside standard limits.

Sample 006557-03, BNA'S (METHOD 8270)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

Page 1 of 1
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Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\1\DATA\103013\
Data File E1030318.D

. Acg On 30 Oct 2013 19:54

{  Operator DOUG
Sample 006557-03

+ Misc : AG-5 8270 B10108

¢ ALS Vial : 5 Sample Multiplier: 1

Nov 01 14:17:54 2013
C:\MSDCHEM\ 1\CALFILES\8270CALS\E8270316HT.M
8270 BNA Calibration
Thu Oct 31 15:00:02 2013
Initial Calibration

Quant Time:
Quant Method
Quant Title
QLast Update
Response via

Internal Standards R.T. QIon Response Conc Units Dev(Min)
"71) 1,4-Dichlorobenzene-da 7.45 152 2125793  8000.00 ug/Kg 0.0
° 2) Naphthalene-ds 9.41 136 7929031 8000.00 ug/Kg 0.0
;9 4) Acenaphthene-di10 12.33 164 4616701  8000.00 ug/Kg 0.0
° 8) Phenanthrene-dl10 14.50 188 8293997 8000.00‘ug/Kg 0.0
fo 10) Chrysene-dl2 20.56 240 10028590 8000.00 ug/Kg -0.0
’ 15) Perylene-dl2 25.48 264 9040363 8000.dd>ug/Kg 0.0
0
System Monitoring Compounds .
3) Nitrobenzene-ds 8.28 82 1444350 3220.86 ug/Kg 0.0
° Spiked Amount 5000.000 Recovery = 64.42% )
5) 2-Fluorobiphenyl 11.18 172 3334927  3765.09 ug/Kg 0.0
° Spiked Amount 5000.000 Recovery = 75.30% )
12) Terphenyl-dl4 17.73 244 4390841 3830.91 ug/Kg 0.0
§O Spiked Amount 5000.000 Recovery = 76.62% ‘
Target Compounds Qvalue!
________________________________________________________ s L
(#) = qualifier out of range (m) = manual integration (+) = signals summed

"E8270316HT.M Fri Nov 01 14:18:03 2013

~ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C
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T Quamtitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\1\DATA\103013\
Data File : E1030318.D

Acg On : 30 Oct 2013 19:54
Operator : DOUG

Sample : 006557-03

Misc : AG-5 8270 B10108

ALS Vial =: 5 Sample Multiplier: 1

Quant Time: Nov 01 14:17:54 2013

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M
Quant Title : 8270 BNA Calibration

QLast Update : Thu Oct 31 15:00:02 2013

Response via : Initial Calibration

Abundance TIC: E1030318.D
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 11/04/2013
Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) |
Project No.: Analytical Method: 8270C
NELAC Certified - IL100308 Prep Method: 3550A |
|
Field ID: MAKQOO05C ARDL Lab No.: 006557-04 [
Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1030319 |
Sample Date: 09/09/2013 Received Date: 10/23/2013 |
Sample Time: 1514 Prep. Date: 10/28/2013
Matrix: TISSUE Analysis Date: 10/30/2013
Amount Used: 5 g Instrument ID:  AG5 |
Final Volume: 1 mL QC Batch: B6634 |
% Moisture: No Moisture Present Level: LOW |
I
Method Reporting Data Dilution |
Parameter Limit Limit Result Flag Units Factor |
l
Dimethylphthalate 200 1000 ND UG/KG 1
Diethylphthalate 200 1000 ND UG/KG 1
Di-n-butylphthalate 200 1000 ND UG/KG 1
Pyrene 200 1000 ND UG/KG 1
bis (2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
Di-n-octylphthalate 200 1000 ND UG/KG 1
|
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-ds 30-130 72% |
| 2-Fluorobiphenyl 30-130 81% |
| Terphenyl-di14 30-130 82% |
|

|

Surrogate recoveries marked with '#*' indicates they are outside stand

Sample 006557-04, BNA'S (METHOD 8270)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

ard limits.

Page 1 of 1
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Data Path

Quantitation Report

C:\MSDCHEM\1\DATA\103013\
Data File E1030319.D
Acg On 30 Oct 2013 20:34
Operator DOUG
Sample 006557-04
Misc : AG-5 8270 B10108
ALS Vvial : 6 Sample Multiplier: 1

Quant Time:
Quant Method
Quant Title
QLast Update
Response via

Nov 01 14:18:48 2013

(OT Reviewed)

C:\MSDCHEM\ 1\CALFILLES\8270CALS\E8270316HT.M

8270 BNA Calibration
Thu Oct 31 15:00:02 20
Initial Calibration

13

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.45 152 2014575  8000.00 ug/Kg 0.0
2) Naphthalene-ds8 9.41 136 7451130 8000.00 ug/Kg 0.0
4) Acenaphthene-dl0 12.33 164 4392043 8000.00 ug/Kg 0.0
8) Phenanthrene-dil0 14.90 188 7743377 BOOO.QQ ug/Kg 0:0
10) Chrysene-dil2 20.56 240 91610098 8000.00 ug/Kg -0.0
’ 15) Perylene-dl2 25.48 264 8314671 8000.00 ug/Kg -0.0
1
System Monitoring Compounds :
3) Nitrobenzene-d5 8.27 82 1515146 3595.44 ug/Kg -0.0
. Spiked Amount 5000.000 Recovery = 71.91% i)
5) 2-Fluorobiphenyl 11.19 172 3427155 4067.;3 ug/Kg ?:8
Spiked Amount 5000.000 Recovery = 81.34% e
12) Terphenyl-dl4 17.73 244 4312155 4118.52 ug/Kg O‘Q
Spiked Amount 5000.000 Recovery %j 82.37% .0
Target Compounds U fg"Qvaluéb
(#) qualifier out of range (m) = manual integration (+) = signals summed

E8270316HT.M Fri Nov 01 14:18:53 2013

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C
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Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\1\DATA\103013\
Data File : E1030319.D

Acg On : 30 Oct 2013 20:34
Operator : DOUG

Sample : 006557-04 :
Misc AG-5 8270 B10108

ALS Vial 6 Sample Multiplier: 1

Quant Time: Nov 01 14:18:48 2013

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M
Quant Title : 8270 BNA Calibration

QLast Update : Thu Oct 31 15:00:02 2013

Response via : Initial Calibration

Abundance TIC: E1030319.D
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2

Analytical Run Number

Calibration Information

Tune Data (If applicable)

Initial Calibration (If different than Initial Calibration in Run 1)
Calibration Factor Summary

Chromatogram
Quant Report (If applicable)

Continuing Calibration
Calibration Response Check

Chromatogram
Quant Report (If applicable)

Instrument Logs/Analysis Notebook Pages

Blank / Field Sample / QC Data

Form 1 (If required)
Chromatogram

Quant Report (If applicable)
Confirmation Analysis Quant Report / Chromatogram (If applicable)

Tentatively [dentified Compounds (If required)

Rev. 1.0
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‘ Calibration information

Tune Data (If applicable)

Initial Calibration (If different than Initial Calibration in Run 1)
Calibration Factor Summary
Chromatogram
Quant Report (If applicable)

Continuing Calibration
Calibration Response Check
Chromatogram
Quant Report (If applicable)

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C
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5B

SEMIVOLATILE ORGANIC GC/MS TUNING AND MASS CALIBRATION ~ DECAFLUOROTRIPHENYLPHOSPHINE

(DFTPP)
Lab Name: ARDL, Inc. Contract: ---
Lab Code: —--- Case No.: ---— SAS No.: —--- SDG No.: ---
Lab File ID: E1031307 DFTPP Injection Date: 10/31/13
Instrument ID: AGS5 DFTPP Injection Time: 11:21
m/e| ION ABUNDANCE CRITERIA iéﬁﬁgﬁ&;f
511 30 - 80% of mass 198 30.0
68] Less than 2.0% of mass 69 0.0 (1)
69| (reference only) 31.5
70| Less than 2.0% of mass 69 0.6 (1)
1271 25 - 75% of mass 198 45.4
197] Less than 1% of mass 198 0.0
198] Base Peak, 100% relative abundance 100.
199] 5 - 9% of mass 198 6.7
2751 10 - 30% of mass 198 24.6
365 Greater than 1% of mass 198 2.5
4411 0 - 100% of mass 443 84.5
442y 40 - 110% of mass 198 79.6
443 15 - 24% of mass 442 19.6 (2)
(1)-Value is % mass 69 (2)-Value 1is % mass 442
THIS TUNE APPLIES TO THE FOLLOWING SAMPLES, MS, MSD, BLANKS, AND STANDARDS:
EPA SAMPLE NO. LAB LAB DATE TIME
SAMPLE ID FILE ID ANALYZED ANALYZED
1| BNA STD 030 PPM STD E1031308 10/31/13 11:49
2] MAKOOQ6C 00655705 1031310 10/31/13 13311
3| MAKOQ7C 006557-06 E1031311 10/31/13 13:52
4] MAKO0OO8C 006557-07 E1031312 10/31/13 14:33
5! MAKO0OQOSC 006557-08 1031313 10/31/13 15:16
6] MAKQO10C 006557-09 E1031314 10/31/13 15:57
7{ MAKQ14C 006557-10 £1031315 10/31/13 16:39
8| MAKQ15C 006557-11 E1031316 10/31/13 17:20
9] MAKQ032C 006557-20 £1031317 10/31/13 18:01
10| MAK032CMS 006557-20MS k1031318 10/31/13 18:42
11} MAKQ32CMSD 006557-20MD 1031319 10/31/13 19:23
12| BLANK B10111 006558-02B1 E1031320 10/31/13 20:04
13] SPBK B10111 006558~-02K1 E1031321 10/31/13 20:46
14 MAKO18C 006557-12 E1031322 10/31/13 21:27
15| MAKOS91C 006557-13 E1031323 10/31/13 22:09
16| MAKO20C 006557-14 E1031324 10/31/13 22:51
17
18
19
20
21
22
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DFTPP

‘Data Path : C:\MSDCHEM\1\DATA\103113\
Data File : E1031307.D

Acg On : 31 Oct 2013 11:21 o

Operator : DOUG : R ’
Sample : 50 NG DFTPP 16093 ‘ SRR M
Misc : AG-5 8270 .
ALS Vial : 1 Sample Multiplier: 1 a

Integration File: FRED.P

Method : C:\MSDCHEM\ 1\METHODS\8270TUNPULSE .M !
Title : 8270 TUNE METHOD f
Last Update : Wed Aug 28 11:55:28 2013 ;
;
Abundance TIC: E1031307.D f
|
2000000 : ¥
|
1000000 :
!
kJL\A_ I ;
L do R o
. O T T T Ll ] T T T T 'I T T T T ’ T T T T —I T T L T ] T ¥ T T ] T T T T I T T T T [
Time--> 10.50 11.00 11.50 12.00 1250 13,00 13,50 14.00 P
Abundance Average of 12,488 to 12.494 min.: E1031307.D (-) : !
198 g
|
442
200000 I
255
77 127
100000 51
110 275
, ‘ 224
037 Lk Ll 1 148 19748 |4 1l 240 [ i 323 346 365 383 403 423 |
TlIllIIllTI I|||‘l|I|lIIIII|IllIIIIIII|II|lI||l TIIIIIIIII!lfllllllllllllllllIlllllillll‘f_r
m/z-->

i
{
40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 J;
AutoFind: Scans 1200, 1201, 1202; Background Corrected with Séan~1190§
i
i

Target Rel. to Lower Upper Rel. Raw ' Result

Mass Masgs Limit% | Limit% Abn% Abn : Pass/Fa11
: !
51 198 30 80 30.0 77381 | PASS E
68 69 0.00 2 0.0 0 PASS |
69 198 0.01 100 31.5 81272 PASS 5
70 69 0.00 2 0.6 450 PASS g
127 198 25 75 45.4 117122 PASS !
197 198 0.00 1 0.0 0 PASS f
198 198 100 100 100.0 258005 PASS '
199 198 5 9 6.7 17280 PASS .
275 198 10 30 24 .6 63586 PASS !
365 198 0.75 100 2.5 6387 ., PASS !
441 443 0.01 100 84.5 34056 |. PASS ?
442 198 40 110 79.6 205354 PASS f

443 442 15 24 19.6 40290 PASS

i
8270TUNPULSE.M Thu Oct 31 11:47:20 2013 - Page: 1 ﬁ
|
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Average of 12.488 to 12.494 min.:

50 NG DFTPP 16093
Modified:subtracted
m/z

37.
38.
39,
41,
45,
48,
50.
51.
52.
53.
55.

05
05
05
10
10
10
10
10
10
10
00

abund,
322
904
5241
62
148
65
21360
77381
4282
238
362

50 NG DFTPP 16093
Modified:subtracted
m/z

94 .
94 .
.00

96

98,

99.
100,
101.
102.
102.
.00

103

104.
Average of 12.488 to 12.494 min.:

05
95

00
00
05
05
00
20

00

abund.
816
87
577
9386
7632
814
4309
232
148
1565
2805

50 NG DFTPP 16093
Modified:subtracted
m/ z

139.
140.
.95

140

142,
.90

142

144.
145.
146,
147.
148,
149,

10
00

00

05
00
00
00
00
00

abund.

83
699
5733
1957
1183
428
344
1282
2990
6923
1587

50 NG DFTPP 16093
Modified:subtracted
m/z

181.
181.
.00

183

184.
185,
186.
187.
188.
189.
189.
191.

ARDL Inc.

00
95

00
10
00
00
00
00
95
00

abund.
2772
446
388
781
5442
35416
10186
1160
2009
394
1055

m/z

56.
57.
57.
59.
61.
.05

62

63.
64 .
65.
66.
68.
Average of 12.488 to 12.494 min.

05
05
95
00
05

10
00
05
05
95

m/z

105.
107.
108.
.00

110

111.
112.
.00

113

113.
114.
.50

114

114.

00
00
05

00
05

90
10

90

m/ z

150.
151.
151.
152,
153.
154,
155.
156.
157.
157.
159.
Average of 12.488 to 12.494 min.:

00

05

80
00
00
00
00
05
00
90
00

m/z

192,
193.
194.
196.
198,
199.
199.
201.
.05
.95

203
203

205.

00
00
00
05
00
00
95
50

05

£E1031307.D

abund. m/z
2105 69.90
4926 71.20

207 73.10
85 74.05
1234 75.10
1225 77.10
3253 78.10
478 79.05
1815 80.05
121 81.00
81272 82.00
E1031307.D

abund. m/z

2607 116.05
35060 117.00
5677 118.00
62728 119.00
9117 120.05
1187 121.05
243 121.95
75 123.05
60 124.05
30 125.00
107 127.05
E1031307.D
abund. m/z
497 160,00
817 161.00
213 162.00
277 162.90
1902 163.10
1604 163.70
3188 164.00
4840 164.95
964 166.10
1140 167.00
930 168.00
E1031307.D

abund. m/ z
3382 206.00
3763 206.95

851 207.95
8444 208.95
258005 211.00
17280 212.00
1499 212.95
1510 213.95
1979 214.95
9272 216.00
16502 217.00

abund.
450

26

852
9489
14901
112752
8129
6153
5122
7079
1817

abund.
678
26130
2177
178
507
193
2092
3434
1683
1530
117122

abund.
2010
2933
913
234
94

99
309
1793
22009
13493
6874

abund.
68053
8961
2332
828
3043
163
212
129
765
679
16480

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

m/z

83
84

85.
86.
87.
88.
89.
89.
91.
92,

93

.05
.00
00,

05
00
00
00
90

00 -
05"
.00

m/z

128.
128.
129.
130.
132.
134.
135,
136.
137.
138.
138.

169.
169.
170.
172,
173.
174.
175.
176.
176.
179.
180.

m/z"i -
00
85 -

218.

218.
2201,
221.
223.
224.
225,
227,
228.
229,
229,

00
80

05

00

00

00
00
00
95

¥
14
abund’
2204
208
12943
1048
4548
37656
9564
14406
1980
3226
535
54
50
bt
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Average of 12.488 to 12.494 min.

50 NG DFTPP 16093
Modified:subtracted
m/ z

231.
23%L,
233,
.00

234

234,
235,
237.
237,
238,
240,
240,
Average of 12.488 to 12.494 min.:

05
95
00

95
95
00
95
95
00
95

abund.
1338
334
341
905
1156
823
1227
208
723
484
821

50 NG DFTPP 16093
Mcodified:subtracted
m/z

274,
275.
.00
277.
277,
278,
279,
.90

276

280

281,
.10

282,
Average of 12.488 to 12.494 min.

282

00
00

00
95
90
10
85

95

abund.
13232
63586
8897
5019
924
123
35
164
138
64
524

50 NG DFTPP 16093
Modified:subtracted
m/z

316.
317.
319,
320.
322,
.00

323

324.
325,
325,
326,
327,
Average of 12.488 to 12.494 min.

80
00
85
95
00

00
15
95
95
95

abund.
56
118
58
420
133
5282
854
78
115
1085
595

50 NG DFTPP 16093
Modified:subtracted
m/z

383

385.

390

390.
391,
392.
.20

392

395,
401,
401,
.95

402

ARDL Inc

.95
10
.00

95
80
00

00
00
90

abund.
240
37
400
336
91
83
70
30
211
960
1706

m/z

242,
243,
244,
245.
246.
246.
247.
248.
- 250
250.
.95

251

00
10
05
05
00
95
95
95

.00

90

m/ z

283.
285.
285.
286.
286.
287.
288.
289,
289.
290.

292.

85
00
85
10
95
90
90
10
95
90
00

m/ z

328.
329.
330.
331.
333.
334.
335.
.95

335

338.
340.

341,

80
10
10
95
05
00
00

90
95
95

m/z

403.
404,
411.
414 .
421.
422,
423,
424 .
424 .
425,
426,

95
90
00
80
00
00
00
00
90
70
40

E1031307.D

abund. m/z
2070 252.20
943 253.056
31189 255.00
4155 256.00
5543 257.00
1111 258.00
282 258.95
1138 259.90
338 260,80
277 261.00
221 262.90
E1031307.D
abund. m/z
360 293.00
887 294 .00
105 296.00
64 297.00
72 297 .85
30 298,90
144 300.90
38 301.10
183 301.95
129 303.05
262 303.95
E1031307.D
abund. m/z
86 343.40
34 346,00
43 346.90
421 350.70
522 352.00
3361 353.00
834 354.00
104 354.95
138 356.00
593 359,00
163 360.70
E1031307.D
abund. m/z
519 426.90
41 427.75
29 429,25
88 429.85
1317 430.85
1407 431.20
9820 431.90
2202 432 .30
242 432.90
33 433,50
31 433,75

abund.

106
631
146304
21557
1828
7463
1373

- 254
139
91

38

abund.
1214
383
15631
2151
181
61
118
78
365
1779
513

abund.
29
1195
270
28
1465
1145
1665
386
39
100
38

abund.
83
65
107
100
113
44
.69
90
44
107
130

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

2
m/z
263,
265.
265.
266.
267.
268.
269.
269.
270.
.00

272

273,

85
00
85
80

10.

90
30
85
95

00

ﬁ/z

312
312

304-80
305,
308.
308.
3009.
311.
.00
.90
313.
314,
315,

10
00
90
85
80

95
95
95

m/ z

361,
361.
364

365,

366,
369,
370.
372,
.95

372

374.
.20

382

00
40
95
‘95
80
95
95
00

00

m/é

434,
434,
434,
435,
436,
437!
437%.
438,
438,
439,

35
70
95
65
25
20
7.0
95

50

90
50

238
88
Ve
1
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Average of 12.488 to 12.494 min.: E1031307.D
50 NG DFTPP 16093
Modified:subtracted

w/z - abund. m/ z abund. n/z abund. n/z abund¥
441.00 34056 :

442,00 205354
443.00 40290
444 .00 3883 I8
444,90 199 , a

W

. ants

EF WG RT e

¢ Rt <

iy

> Ll R

fe
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¢
s
44
i
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o
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S
v
!
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B
|
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"Data Path
Data File
Acg On
Operator
Sample
Misc

ALS Vial

Quant Time;
Quant Method
Quant Title
QLast Update
Response via

Quantitation Report

C:\MSDCHEM\l\DATA\lO3113\

E1031307.D

31 Oct 2013 11:21

DOUG

50 NG DFTPP 16093

AG-5 8270

1 Sample Multipliexr: 1

Oct 31 11:43:35 2013

(Qedit)

C: \MSDCHEM\ 1\METHODS\ 8270 TUNPULSE .M

8270 TUNE METHOD
Wed Aug 28 11:55:28 2013
Initial Calibration

lon 266.00 (265.70 to 266.70): E1031307.D

Abundance
lon-264.00 (263.70 to 264.70): E1031307.D
120000 lon 268.00 (267.70 to 268.70): E1031307.D
100000 :
12.2Bailing = 2.01
80000 | i
60000 |
40000 |
20000 .
0 T T T ¥ I T T T T T 1T T T T T T T T T T T L T Il T T T 1 T T T T T T T T T T 'l T I‘ T T T T l T T \ .:‘“f
Time--> 11.20 11.40 11.60 11.80 12.00 12.20 12.40 12.60 12.80 13.00 - 13.20 13.40
Abundance i ’ ’
266
80000 :
60000 165
40000 1.
95 N
130 202 .
230 i
20000 60 12
87
el e, | ,L
O l’[ TT !II ‘ L) I'!'lT] ¥ III |‘| !Il "“ﬁ ‘Ii |'|'l ill T ! T ],I 'l T l “ I n“h' |||1 T | T II T II LI T l T I LK} I| ljl7l71ll8I5| 1|9lj4( ] L lhl!l |2|1lj4| TTTT 1Illlll%lI TTTT I12:5|7 T J | I7Ij4l 2['?|4l T
m/z--> 30 40 60 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290
L
TIC; E1031307.D g
(1) Pentachlorophenol (TMC) 5
12.230min (-0.020) 11.49ug/L i
response 122471
lon Exp% Act®%
266.00 100 100
264.00 6380 62.48
268.00 6380 64.24
0.00 0.00 0.00 ;

8270TUNPULSE.M Thu Oct 31 11:44:07 2013

ARDL Inc
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- Quantitation Report (Qedit)

"Data Path C:\MSDCHEM\ 1\DATA\ 103113\
Data File E1031307.D

Acg On 31 Oct 2013 11:21
Operator DOUG

Sample 50 NG DFTPP 16093

Misc ' : AG-5 8270

ALS vial : 1 Sample Multiplier: 1

Oct 31 11:43:35 2013
C:\MSDCHEM\ 1\METHODS\ 8270 TUNPULSE .M
8270 TUNE METHOD
Wed Aug 28 11:55:28 2013
Initial Calibration

Quant Time:
Quant Method
Quant Title
QLast Update
Response via

1
i
1
I
o

lon 184.20 (183.90 to 184.90): E1031307.D

Abundance
1500000 lon 92,10 (91.80 to 92.80): E1031307.D i
lon 156.10 (155.80 to 156.80): E1031307.D .
1000000 13 Btailing = 1.21
|
l
500000
OI T T T T T T ¥ T T L) T T T I T T T T l T T T T I T T T T | T T T T T T T T T T T T T T ¥ T T 17 | T T T T ‘ T .
Time--> 12,40 12.60 12.80 13.00 13.20 13.40 13.60 13,80 14,00 14.20 14.40 . 14.60 1480 .
Abundance ' i .
184
800000
600000 5
400000 Al
200000 92 i
156
130 167 .
ol 38 82 I ZnT' G 1|]7T i 130147, 178 gl 1se 207 228 251 266 281
IIIIII']llllllllllllll‘l_ll TFET T VI T i v v PI T T T v i b TTITFaieTT ‘lllllll!lllllII.IIIIllllllllllllllVlll'IIIIIII'IIIllll'llll]llll'
m/z--> 30 40 50 60 70 80 9C 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280
TIC: E1031307.D
(3) Benzidine (T)
13.581min (-0.019) 32.28ug/L
response 1664491
lon Exp% Act%
18420 100 100
9210 1370 10.29%
156.10 860 7.66
0.00 000 0.00

8270TUNPULSE.M Thu Oct 31 11:44:24 2013
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Quantitation Report (Qedit)

' Data Path : C:\MSDCHEM\1\DATA\103113\ :

Data File : E1031307.D

Acg On : 31 Oct 2013 11:21
Operator : DOUG

Sample : 50 NG DFTPP 16093

Misc : AG-5 8270

ALS Vial : 1 Sample Multiplier: 1
Quant Time: Oct 31 11:43:35 2013

' Quant Method : C:\MSDCHEM\1\METHODS\8270TUNPULSE.M

Quant Title : 8270 TUNE METHOD
QLast Update : Wed Aug 28 11:55:28 2013
Responge via : Initial Calibration 5
Abundance * lon 235.00 (234.70 to 235.70); E1031307.D :
lon 237.00 (236.70 to 237.70); E1031307.D
500000 |
400000 |
300000 . |
200000 ﬁ ]
100000 Degradation = 5.17% |
14.23 E
O l T T T T T T T T T T T T L L M T T T T T T T l T T T T T T T T T T T T T T T T vI T I, T ‘ T T T ] l T . "
Time--> 13.40 13.60 13.80 14.00 14.20 14.40 14.60 14.80 15.00 15.20 156.40 15.60 15.80 '
Abundance ' | ER
235
400000
300000
165
200000
100000 76 199 ’io
: 75
- 88 99 123 136 246
Ot |3|9| |5I$1)| |6'|:|3| |I|,” [Iilll' t IIII| |||1|']|'1‘|”|' ll'“l IIIIII' |1|§'|O| i" |1|8|6| T n'{l'!‘llzlzlzl T i nII!' ?5:6[ |26|81 :25121 T 1:?1'91 L 1315;4[ ™1
m/z--> 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360
TIC: E1031307.D )
(4) poT ¥ oo .|
14.588min (-0.032) 25.35ug/L ' ?
response 658147
lon Exp% Act%
235,00 100 100
237.00 6480 64.57
165.10 59.00 58.19
0.00 000 0.00
8270TUNPULSE.M Thu Oct 31 11:44:52 2013 Page: 1
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Quantitation Report

Data Path

Data File E1031308.D
Acg On 31 Oct 2013
Operator DOUG

Sample 30 PPM STD
Misc : AG-5 8270
ALS Vial : 2

Quant Time:
Quant Method
Quant Title . :
QLast Update
Resgponse via

Internal Standards

)
) Naphthalene-d8

) Acenaphthene-dl10
) Phenanthrene-dlo0
) Chrysene-dl2

) Perylene-dl2

System Monitoring Compounds

3) Nitrobenzene-d5

Spiked Amount 50.000
5) 2-Fluorobiphenyl

Spiked Amount 50.000
12) Terphenyl-dl4
Spiked Amount 50.000

Target Compounds
6) Dimethylphthalate

11:49
16099
Sample Multiplier:

Oct 31 12:23:33 2013

C:\MSDCHEM\ 1\CALFILES\8270CALS\E8270316HW.M
8270 BNA Calibration
Wed Oct 30 16:31:12 2013
Initial Calibration

C: \MSDCHEM\ 1\DATA\103113\

1

{(Not Reviewéd)

R.T. QIon

7.45 152

9.42 136
12.34 164
14.91 188
20.59 240
25.49 264

8.28 82
11.19 172
17.73 244
11.87 163
13.08 149
15.93 149
17.44 202
20.81 1459
23.61 149

Response Conc.Units Dev(Miﬁ)

Bl ikttt I R e Tt T T T T T
R

1,4-Dichlorobenzene-d4 1655877 40,

6666920 40.
3908624 40.
6792122 40.
7790210 40,
6267580 40.
2050202 27.
Recovery
4348900 29.
Recovery
5223148 29.
Recovery
4536351 29.
4396180 29.
7212509 29.
7556689 29.
5109881 30.
9120264 31,

RN

R

ug/L 0.00
ug/L 0.60
ug/L 0460
ug/L 0.00
ug/L 0.00
ug/L 0.00
ug/L 0.00
54.38% il
ug/L 0400
58.00%
ug/L 0..00
158.66% if
Qvalﬁéo
ug/L 99
ug/L 399
ug/L -85
ug/L 80
ug/L 99
ug/L 100

7) Diethylphthalate
9) Di-n-butylphthalate
11) Pyrene
13) bis(2-Ethylhexyl)phthalate
14) Di-n-octylphthalate
(#) = qualifier out of range

E8270316HW.M Thu Oct 31 12:23:33 2013

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C
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Quantitation Report (Not Reviewed)

"Data Path : C:\MSDCHEM\1\DATA\103113\
Data File : E1031308.D

Acg On : 31 Oct 2013 11:49
Operator : DOUG

Sample : 30 PPM STD 16099
Misc : AG-5 8270

ALS Vial : 2 Sample Multiplier: 1

Quant
Quant
Quant
QLast

Time: Oct 31 12:23:33 2013

Method : C:\MSDCHEM\l\CALFILES\BZ7OCALS\E8270316HW.M
Title : 8270 BNA Calibration

Update : Wed Oct 30 16:31:12 2013

Response via : Initial Calibration

Abundance TIC: E1031308.D
1600000
S
9
s
1400000 g 2 °
2 3 ] 2
s & 5 z
3 £ 5 g5 2o
1200000 3 3 g o £ <
[ 3 = %
o & = Z = _
2 N £ 2 g o
g £ s 3 g T I
1000000 2 = 2 2 S 2 o %
S B £ e &5 o g
X = kel &8s = >
800000 o] a s £
5 = g
g 2 =
600000 18 3
z 3
0
400000, l
200600] | i =
. w‘.Q‘IIl]l(llllllll(ll‘lllT'll](lllll llkﬁlllll|llIl(tlllxlllllltlitlllllttlllllllltIllllllllIlll}lkllllll‘llllllliIllllll
. Mime->"" 400 500 6.00 7.00 8.00 9.00 1000110012001300‘1400‘1500‘1600170018001900200021 .00 22.00 23.00 24.00 25,00 26.00 27.00 28,00 29,00 30,00 31,00

E8270316

ARDL Inc

HW.M Thu Oct 31 12:23:34 2013
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Corntinuing Calibration Report AG5

Method Path : C:\MSDCHEM\1\CALFILES\8270CALS\
Method File : E8270316HW.M

Title : 8270 BNA Calibration
Last Update : Thu Oct 31 12:23:50 2013
Responge Via : Initial Calibration

CC Data File: E1031308.D

Min.
Max.

~1 O U1 w N
nHH

HH 0 -

\\oJoe]
=

10 I
11 T™
12 S
13 T
14 TC

RRF : 0.000 Min. Rel. Area : 50%

RRF Dev : 20% Max. Rel, Area : 200%
Compound AvgRF
1,4-Dichlorobenzene-d4 1.000
Naphthalene-ds 1.000
Nitrobenzene-db 0.452
Acenaphthene-dl0 1.000
2-Fluorobiphenyl 1.535
Dimethylphthalate 1.597
Diethylphthalate 1.549
Phenanthrene-dl10 1.000
Di-n-butylphthalate 1.462
Chrysene-dl2 1.000
Pyrene 1.289
Terphenyl-dl4 0.914
bis (2-Ethylhexyl)phthalate 0.867
Di-n-octylphthalate 1.477
Perylene-dl2 1.000
= Out of Range SPCC’s out

E8270316HW.M Thu Oct 31 12:23:53 2013

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

CCRF
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‘ _?Qgg
g(;io‘;rr‘“r" ' ,@ l 234 } 9@\/3 669?2 ' ?ﬁfﬁ?ﬂ?if g =2
*J Injection Log ' o
] Directory: C:\MSDChem\1\DATA\103113 , ]
Line Vial FileName Multiplier ~ SampleName Misc Info ]
L 1 1 E1031301.d 1. 50 NG DFTPP 16035?!4599 SRVETRY AG-5 8270 ]
2 1 E1031302d 1, 50 NG DFTPP 16093 Magg §1 0-4 & AG-5 8270 ]
T 3 1 E1031303d 1. 50 NG DFTPP 16093 Magg S 1M §, AG-5 8270 o
» 4 1 E1031304d 1. 90 NG DFTPP 16093 Macc 4y PRERY AG-5 8270
5 1 E1031305d 1, . 50 NG DFTPP;16093 Mag¢ 54 0-6 4 AG-5 8270 —
— 6 1 E1031306.d 1. 50 NG DFTPP 16093#%99 61 O3, AG-5 8270 ]
7 1 E1031307.d 1. 50 NG DFTPP 16093 [¢¢ AG-5 8270
8 2 E1031308.d 1. 30 PPM STD 16099 fpw; AG-5 8270 —
- 9 3 E1031309.d 1. CAL BLK 16095 Pqcq AG-5 8270 o
10 4 E1031310d O. 008557-05 olayal AG-5 8270 B10108
11 5 E1031311.d 0. 006557-06 as ¢ "~ AG-5 8270 B10108 o
12 6 E1031312d 0. 006557-07 AG-5 8270 B10108 —
13 7 E1031313d 0. 006557-08 AG-5 8270 B10108
14 8 E1031314d 0. 006557-09 AG-5 8270 B10108 o
15 9 E1031315d 0. 006557-10 AG-5 8270 B10108 —
16 10 E1031316.d 0, 008557-11 AG-5 8270 B10108
] 17 11 E1031317d 0. 006557-20 AG-5 8270 B10108
18 12 E1031318d 0. 006557-20MS AG-5 8270 B10108
] 19 13 E1031319d 0. 006557-20MSD AG-5 8270 B10108
| 20 14 E1031320d 0. 006558-02B1 AG-5 8270 B10111
o 21 15 E1031321d 0. 006558-02K1 AG-5 8270 B10111
R 22 16 E1031322d 0. 006557-12 AG-5 8270 B10111
__‘ 23 17 E1031323d 0. 0086557-13 AG-5 8270 B10111
{ 24 18 E1031324d 0. 006557-14 @qgg AG-5 8270 B10111
UV e Lo b/ 0 d
1’—4\’\\ i.)l.j’{ (M,’(/~j
/
/
//
//
/
. /,
Continued on Page
Read and Understood By
| \D‘gl 13 7] a1
B Signed Date janec | bate
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ARDL, INC.
400 Aviation Driwve; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 11/04/2013
| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270)
| Project No.: Analytical Method: 8270C |
| NELAC Certified - IL100308 Prep Method: 3550A |
|
} Field ID: MAKO006C ARDL Lab No.: 006557-05 |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1031310 |
| Sample Date: 09/11/2013 Received Date:  10/23/2013
| sample Time: 1005 Prep. Date: 10/28/2013
| Matrix: TISSUE Analysis Date: 10/31/2013 |
| Amount Used: 5 g Instrument ID:  AG5 ]
| Final Volume: 1 mL QC Batch: B6634
| % Moisture: No Mcisture Present Level: LOW |
| |
| Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor |
l !
| Dimethylphthalate 200 1000 ND UG/KG 1
| Diethylphthalate 200 1000 ND UG/KG 1
| Di-n-butylphthalate 200 1000 ND UG/KG 1
| Pyrene 200 1000 ND UG/KG 1
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
| Di-n-octylphthalate 200 1000 ND UG/KG 1
| I
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-ds 30-130 70% |
| 2-Fluorobiphenyl 30-130 77% |
| Terphenyl-d14 30-130 77%
|

|

Surrogate recoveries marked with '*' indicates they are outside standard limits.

Sample 006557-05, BNA'S (METHOD 8270) Page 1 of 1
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Data Path : C:\MSDCHEM\1\DATA\103113\
Data File : E1031310.D

Acg On 31 Oct 2013 13:11
Operator DOUG

Sample 006557-05

Migc AG-5 8270 B10108

ALS Vial 4 Sample Multiplier: 1

Quant Time:

Quant Method
Quant Title

QLast Update
Regponge via

Quantitation Report

Nov 01 16:22:00 2013

(QT Reviewed)

C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M
8270 BNA Calibration
Thu Oct 31 15:00:02 2013

Initial Calibration

Internal Standards

1,4-Dichlorobenzene-d4

Naphthalene-d8
Acenaphthene-dl0
Phenanthrene-dl1o0
Chrysene-dl2

Perylene-dl2

System Monitoring Compounds

Spiked Amount

Spiked Amount

1)

0
2)

0
4)

0
8)

0
10)

1
15)

0
3)

1
5)

0
12)

0

Spiked Amount

Nitrobenzene-d4dbs

2-Fluorobiphenyl

Terphenyl-dl4

Target Compounds

5000.000

5000.000

5000.000

R.T. QIon
7.45 152
9.41 136
12.33 164
14,90 188
20.57 240
25.50 264
8.27 82
11.18 172
17.73 244

E8270316HT.M Fri Nov 01 16:22:09 2013

ARDL Inc

Response Conc Units Dev(Mip)
1929808  8000.00 ug/Kg &;6
7198305  8000.00 ug/Kg 0.0
4256913  8000.00 ug/Kg 0.0
7511395 8000.00 ug/Kg 0.0
8916458  8000.00 ug/Kg -0.0
9599196  8000.00 ug/Kg oﬂo
1424827  3499.87 ug/Kg —o:o
Recovery =i . 70.00% ,lb>
3157955  3866.62 ug/Kg 00
Recovery =“ 77.53% Jju
3942038  3868.32 ug/Kg 0.0
Recovery = 77.37% 9
Qvalue?

manual integration (+)

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

o0

= signals summed
! , 0
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e Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\1\DATA\103113\
Data File : E1031310.D

Acg On : 31 Oct 2013 13:11
Operator : DOUG

Sample : 006557-05

Misc : AG-5 8270 B10108

ALS Vial =: 4 Sample Multiplier: 1

Quant Time: Nov 01 16:22:00 2013

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M
Quant Title : 8270 BNA Calibration

QLast Update : Thu Oct 31 15:00:02 2013

Response via : Initial Calibration

Abundance

TIC: E1031310.D
1500000

1400000

1300000

Naphthalene-d8,!
naphthene-d10!
Phenanthrene-d10

1200000

A
Perylene-d12,{

1100000

1,4-Dichlorobenzene-d4,|

1000000

900000

Chrysene-di2,|

800000

2-Fluorobiphenyl,S
Terphenyl-di4,S

700000

600000

500000

400000

Nitrobenzene-d5,S

300000

© 200000

- 100000

Ox|1||Lxx[x;zt1¥l!‘14||||||xixLl[lz17_!|"‘x“n]|Lnlsllr1‘|1|\]_ow|:1|1||||1 A }L

I S IALELE I s e e o o o N A BALECE R R SN e o s
4.00 500 6.00 7.00 8.0079.00.10.00°11.00 12.00 13.00 14.00 15.00 16.00 17.00 18:00 19.00 20.00 21.00 22.00 23.00 24.00 25.00 26.00 27.00 28.00 29.00 30.00 31.00

Time—>

E8270316HT M Fri NQV Ol 16 22 09 2013 . 7 Page: 2

- - R
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864
Lab Report No: 006557 Report Date: 11/04/2013
Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270)

I
l Project No.: Analytical Method: 8270C
| NELAC Certified - IL100308 Prep Method: 3550A |
I
I Field ID: MAK007C ARDL Lab No.: 006557-06
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1031311 |
| Sample Date: 09/11/2013 Received Date: 10/23/2013
| Sample Time: 1020 Prep. Date: 10/28/2013 |
| Matrix: TISSUE Analysis Date: 10/31/2013 |
| Amount Used: 5 g Instrument ID:  AGS |
| Final volume: 1 mL QC Batch: B6634 |
| % Moisture: No Moisture Present Level: LOW
| l
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor |
I |
| Dimethylphthalate 200 1000 ND UG/XG 1 |
| Diethylphthalate 200 1000 ND UG/KG 1 |
| Di-n-butylphthalate 200 1000 ND UG/KG 1 |
| Pyrene 200 1000 ND UG/KG 1 [
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
| Di-n-octylphthalate 200 1000 ND UG/KG 1 |
| |
| SURROGATE RECOVERIES : Limits Results |
|[Nitrobenzene-d5 30-130 73% |
| 2-Fluorobiphenyl 30-130 81% |
| Terphenyl-d14 30-130 78% |
l

|

Surrogate recoveries marked with '*!

Sample 006557-06, BNA'S (METHOD 8270)

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

indicates they are outside standard limits.

Page 1 of 1
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Data Path
Data File
Acg On
Operator
Sample
Migc

ALS Vial

Quant Time:
Quant Method
Quant Title
QLast Update
Regponse via

Quantitation Report (QT Reviewed)
C:\MSDCHEM\ 1\DATA\103113\

E1031311.D
31 Oct 2013
DOUG
006557-06
AG-5 8270 B10108

5 Sample Multiplier: 1

13:52

Nov 01 16:22:56 2013
C:\MSDCHEM\ 1\CALFILES\8270CALS\E8270316HT.M
8270 BNA Calibration
Thu Oct 31 15:00:02 2013
Initial Calibration

"E8270316HT.M Fri Nov 01 16:23:02 2013

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

L

= Page{ 1 -~

Internal Standards R.T. QIon Response Conc Units Dev (Min)

1) 1,4-Dichlorobenzene-d4 7.45 152 2016414  8000.00 ug/Kg 0.0

° 2) Naphthalene-ds 9.41 136 7484987  8000.00 ug/Kg 0.0

‘O 4) Acenaphthene-dlo0 12.33 164 4401094 8000.00 ug/Kg 0.0

;O 8) Phenanthrene-dil0 14.90 188 7828033 BOOOLQQ ug/Kg 0.0

FO 10) Chrysene-dl2 20.57 240 9271350 8000n60‘ug/Kg -0.0

’ 15) Perylene-dl2 25.49 264 9706118 8000.00 ug/Kg 0.0
0

System Monitoring Compounds 8

3) Nitrobenzene-db 8.28 82 1538176 3633.58 ug/Kg 0.0

’ Spiked Amount 5000.000 Recovery = 72.67% 1)

5) 2-Fluorobiphenyl 11.18 172 3421906 4052”55‘ug/Kg Q:?

0 Spiked Amount  5000.000 Recovery = 81.05% o

12) Terphenyl-dl4 17.73 244 4152606  3918.97 ug/Kg 0.0

° Spiked Amount 5000.000 Recovery  =9' 78.38% ..0

Target Compounds o) 'g’;Qvalqep

T T W

(#) qualifier out of range (m) = manual integration (+) = ?ignéls*summéd

(oG

. Yooa
b At

R
H

. Page 17808283
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‘=Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\1\DATA\103113\
Data File : E1031311.D

Acg On : 31 Oct 2013 13:52
Operator : DOUG

Sample : 006557-06

Misc : AG-5 8270 B1010S8

ALS Vial : 5 Sample Multiplier: 1

Quant Time: Nov 01 16:22:56 2013
Quant Method : C: \MSDCHEM\I\CALFILES\SZ7OCALS\E8270316HT M

Quant Title : 8270 BNA Calibration
QLast Update : Thu Oct 31 15:00:02 2013
Response via : Initial Calibration
Pbundance TIC: E1031311.D
1500000 3 -~ B
@ =1 [=3
5 S =
1400000 z 2 & s
3 £ g g
1300000 g 5 5 E g
2 g 2
1200000 £ < G z
1100000 2 i ¢
— 2 [45) Ef
1000000 = s 3
s = &
900000 K 2 £
S g ©
i e
800000 &
700000
]
5
600000 $
Q
N
500000 3
400000 =
300000
200000
100000 C -
0 }\r\ ] h . Ay L A A_L L -
. 41]IIIIIA[01I1|‘T‘(_\'T“‘I—[_rll!‘l‘r \1tll1|IIII[AKKIII)!]I.XI\1IIllll.l‘llllllt‘)illb)l))I'Cbllll‘lllII|‘K}I(|{I|11‘II11|II|[‘[[6III1rIl]l(TTlllll(j)lll
Time—> 4.00 5.00. 6,00 700 8.00 9.00 10.00 11.00 12.00 13.00 14.00 15.00 16.00'17.00 18.00 19.00 20.00 21.00 22.00 23.00 24.00 25.00 26.00 27.00 28.00 29.00 30.00 31.00

E8270316HT.M Fri Nov 01 16:23:02 2013

Page: 2
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 11/04/2013

| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) |
| Project No.: Analytical Method: 8270C |
| NELAC Certified - IL100308 Prep Method: 3550A |
| |
| Field ID: MAK008C ARDL Lab No.: 006557-07 1
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1031312 |
| Sample Date: 09/11/2013 Received Date: 10/23/2013
| Sample Time: 1115 Prep. Date: 10/28/2013
| Matrix: TISSUE Analysis Date: 10/31/2013 ]
| Amount Used: 5 g Instrument ID:  AG5
| Final Volume: 1 mL QC Batch: B6634
| % Moisture: No Moisture Present Level: LOW |
| l
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor |
| l
| Dimethylphthalate 200 1000 ND UG/KG 1
| Diethylphthalate 200 1000 ND UG/KG 1
| Di-n-butylphthalate 200 1000 ND UG/KG 1 [
| Pyrene 200 1000 ND UG/KG 1
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1 |
| Di-n-octylphthalate 200 1000 ND UG/KG 1
| |
| SURROGATE RECOVERIES: Limits Results
|Nitrobenzene-ds 30-130 68% |
| 2-Fluorobiphenyl 30-130 76% |
| Terphenyl-d14 30-130 77%

|

Surrogate recoveries marked with '#! indicates they are outside standard limits.

Sample 006557-07, BNA'S (METHOD 8270) Page 1 of 1
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Quantitation Report {(QT Reviewed)

" Data Path : C:\MSDCHEM\1\DATA\103113\
Data File E1031312.D
~ Acg On 31 Oct 2013 14:33
¢ Operator DOUG
» Sample : 006557-07
© Misc : AG-5 8270 B10108
ALS Vvial : 6 Sample Multiplier: 1

01 16:23:56 2013
C:\MSDCHEM\ 1\CALFILES\8270CALS\E8270316HT.M
8270 BNA Calibration
Thu Oct 31 15:00:02 2013
Initial Calibration

Quant Time: Nov
Quant Method
Quant Title
QLast Update

Response via

Conc Units Dev(Minf

Internal Standards R.T. QIon Response
1) 1,4-Dichlorobenzene-d4 7.45 152 1902403  8000.00 ug/Kg 0.0
vO 2) Naphthalene-d8 9.41 136 7073538 8000.00 ug/Kg 0.0
_O 4) Acenaphthene-d10 12.33 164 4186309 8000.00 ug/Kg 0.0
?P 8) Phenanthrene-dlo0 14.90 188 7447682 8000:007ug/Kg 0.0
_O 10) Chrysene-dil2 20.56 240 8908325 Booo{dd,ug/Kg -0.0
’ 15) Perylene-dl2 25.49 264 9495953 8000.00 ug/Kg 0.0
0 . ,
System Monitoring Compounds
3) Nitrobenzene-db 8.28 82 1364578 3411.00 ug/Kg 0.0
° Spiked Amount 5000.000 Recovery = 68.22%
5) 2-Fluorobiphenyl 11.18 172 3056898 3806.0; ug/Kg Q,Q
° Spiked Amount 5000.000 Recovery = 76.12% J'&
: 12) Terphenyl-dil4 17.73 244 3923790 3853.93 ug/Kg 0.0
° Spiked Amount  5000.000 Recovery = - 77.08% 1.0
Target Compounds fwj 1 Qvalue®
(#) = qualifier out of range (m) = manual integration (+) = signals summed

E8270316HT.M Fri Nov 01 16:24:03 2013

' ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C
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~Quantitation Report (QT Reviewed)"

Data Path : C:\MSDCHEM\1\DATA\103113\
Data File : E1031312.D

Acg On : 31 Oct 2013 14:33
Operator : DOUG

Sample : 006557-07

Misc : AG-5 8270 B10108

ATLS Vial =: 6 Sample Multiplier: 1

Quant Time: Nov 01 16:23:56 2013

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M
Quant Title : 8270 BNA Calibration

QLast Update : Thu Oct 31 15:00:02 2013

Response via : Initial Calibration

Abundance TIC: E1031312.D
1500000
g
1400000 S s -
o S e
- = ® o
1300000 3 2 = 2 _
o] o] = = o
g = s £ 5
1200000 3 3 e 4
8 : ) g
g < a =
1100000 S &
2
1000000 = " (,, g
B 3 :
900000 g 1 8
B @ =
: g 5
800000 3 2
&
700000
600000 ¥
v
o
500000 g
£
400000 £
300000
200000 - . -
100000 __ P | ST .
Gr1|b|Tki|V||xr»;(xsl’i‘ﬁlootn;‘;iu1||||.1[x(v]xﬁvixryxj;|||l|vrﬁ' LA ED SN LA S B I L LA S L L L LM S L L L L I B B B B A B |
Time—> 400-500 600 7.00 800 9.00 10.00 11.00 12.00 13.00 14.00 15.00 16.00 17.00 18.00 19.00 20.00 21.00 22.00 23.00 24.00 25.00 26.00 27.00 28.00 29.00 30.00 31.00

E8270316HT.M Fri Nov 01 16:24:03 2013 Page: 2
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ARDIL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 11/04/2013
| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) |
| Project No.: Analytical Method: 8270C
| NELAC Certified - IL100308 Prep Method: 3550A
|
! Field ID: MAKO009C ARDL Lab No.: 006557-08 |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1031313 |
| sample Date: 09/11/2013 Received Date: 10/23/2013 |
| Sample Time: 1126 Prep. Date: 10/28/2013 |
| Matrix: TISSUE Analysis Date: 10/31/2013
| Amount Used: 5g Instrument ID: AGS5 |
| Final volume: 1 mL QC Batch: B6634 [
| % Moisture: No Moisture Present Level: LOW
| |
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor |
l l
| Dimethylphthalate 200 1000 ND UG/KG 1
| Diethylphthalate 200 1000 ND UG/KG 1
| Di-n-butylphthalate 200 1000 ND UG/KG 1 |
| Pyrene 200 1000 ND UG/KG 1
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
| Di-n-octylphthalate 200 1000 ND UG/KG 1
| |
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-d5 30-130 63%
| 2-Fluorobiphenyl 30-130 84% |
| Terphenyl-d14 30-130 94% |
!

I

Surrogate recoveries marked with '*' indicates they are outside standard limits.

Sample 006557-08, BNA'S (METHOD 8270) Page 1 of 1
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Data Path
Data File
Acg On
Operator
~  Sample
Misc
ALS Vial

Quant Time:
Quant Method
Quant Title
QLast Update
Response via

Quantitation Report (QT Reviewed)
C:\MSDCHEM\ 1\DATA\103113\

E1031313.D
31 Oct 2013
DOUG
006557-08
AG-5 8270 B10108

7 Sample Multiplier: 1

15:16

Nov 01 16:24:58 2013
C:\MSDCHEM\ 1\CALFILES\8270CALS\E8270316HT.M
8270 BNA Calibration
Thu Oct 31 15:00:02 2013
Initial Calibration

ot

'E8270316HT.M Fri Nov 01 16:25:03 2013

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.45 152 1428650 8000.00 ug/Kg 0.0
° 2) Naphthalene-ds8 9.41 136 5835769  8000.00 ug/Kg 0.0
LO 4) Acenaphthene-dlo0 12.33 164 3469213 8000.00 ug/Kg 0.0
§9 8) Phenanthrene-dl0 14.90 188 6121459 8000.00 ug/Kg 0.0
- 10) Chrysene-di12 20.56 240 7054154  8000.00 ug/Kg 050
.3 15) Perylene-di12 25.48 264 7314504  8000.00 ug/kg -0.0
1 ,
System Monitoring Compounds .
3) Nitrobenzene-d5b 8.28 82 1045572 3167.93 ug/Kg 0.0
° Spiked Amount  5000.000 Recovery =  63.36% ol
5) 2-Fluorobiphenyl 11.19 172 2782240 4180.08 ug/Kg 0.0
° Spiked Amount  5000.000 Recovery =  83.60% }:Q
12) Terphenyl-dl4 17.73 244 3794356  4706.39 ug/Kg 0.0
B Spiked Amount  5000.000 Recovery =  94.13% 0.0
Target Compounds Qvalﬁeﬂ
(#) qualifier out of range (m) = manual integration (+) = signals_summed

9.0

-~ Page: 1 o=
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" ~vQuantitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\1\DATA\103113\
Data File : E1031313.D

Acg On : 31 Oct 2013 15:16
Operator : DOUG

Sample : 006557-08

Misc : AG-5 8270 B10108

ALS Vial : 7 Sample Multiplier: 1

Quant Time: Nov 01 16:24:58 2013

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M
Quant Title : 8270 BNA Calibration

QLast Update : Thu Oct 31 15:00:02 2013

Response via : Initial Calibration

Abundance TIC: E1031313.D

1200000

1100000

thene-d10,!
Phenanthrene-d10,)

AceRapit

Naphthalene-d8,}

1000000

Perylene-d12,!

900000

800000

1,4-Dichlorobenzene-d4,|

Terphenyl-di4,8

Chrysene-d12,}

700000

2-Fluorobiphenyl,8

600000

500000

400000

300000

Nitrobenzene-d§,8

200000

100000

- : (e
) t AL k L_gwﬂﬁﬁi\,ﬁ\,ﬁﬂ___d___
L2 I L B B LI LN N L0 LY L T T L LA B B B e B N

T T T
- 4.00 500 600 7.00 800 900 10.00 11.00 12.00 13.00 14.00 1500 16.0017.00 18.00 19.00 20.00 21 0022002300240025002600270028002900300031 .00

Oll]lTllllllW\lllll‘ll L3 Y

Time—>

E8270316HT.M Fri Nov 01 16:25:04 2013

Page: 2

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C Page 185 of 283




ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 11/04/2013

| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) |

| Project No.: Analytical Method: 8270C

| NELAC Certified - IL100308 Prep Method: 3550A |

| l

| Field ID: MAK010C ARDL Lab No.: 006557-09

| Degsc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1031314

| sample Date: 09/13/2013 Received Date: 10/23/2013

| Sample Time: 1128 Prep. Date: 10/28/2013

| Matrix: TISSUE . Analysis Date: 10/31/2013

| Amount Used: 5 g Instrument ID:  AG5

| Final Volume: 1 mL QC Batch: B6634

| % Moisture: No Moisture Present Level: LOW

| |

| Method Reporting Data Dilution |

| Parameter Limit Limit  Result Flag Units Factor |

| |

| Dimethylphthalate 200 1000 ND UG/KG 1

| Diethylphthalate 200 1000 ND UG/KG 1

| Di-n-butylphthalate 200 1000 ND UG/KG 1

| Pyrene 200 1000 ND UG/KG 1

| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1

| Di-n-octylphthalate 200 1000 ND UG/KG 1 ]

| |

| SURROGATE RECOVERIES : Limits Results |

|Nitrobenzene-d5 30-130 71% |

| 2-Fluorobiphenyl 30-130 80% |

| Terphenyl-di14 30-130 79% |
|

|

Surrogate recoveries marked with '*' indicates they are outside standard limits.

Sample 006557-09, BNA'S (METHOD 8270) Page 1 of 1
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Quantitation Report

Data Path C:\MSDCHEM\ 1\DATA\ 103113\
Data File E1031314.D
Acg On 31 Oct 2013 15:57
Operator DOUG

i Sample 006557-09

" Misc AG-5 8270 B10108

. ALS Vvial 8 Sample Multiplier: 1

Quant Time:

Nov 01 16:25:55 2013

Quant Method
Quant Title

QLast Update
Response via

(QT Reviewed)

C:\MSDCHEM\ 1\CALFILES\8270CALS\E8270316HT.M

8270 BNA Calibration

Thu Oct 31 15:00:02 2013

Initial Calibration

Internal Standards R.T. QIon
1) 1,4-Dichlorobenzene-d4 7.45 152
2) Naphthalene-d8 9.41 136
4) Acenaphthene-dl0 12,33 164
8) Phenanthrene-dlo0 14.90 188
10) Chrysene-dl2 20.57 240
15) Perylene-dl2 25.49 264
0
System Monitoring Compounds
3) Nitrobenzene-ds 8.28 82
0 4
Spiked Amount 5000.000
5) 2-Fluorobiphenyl 11.18 172
0
Spiked Amount 5000.000
12) Terphenyl-dl4 17.73 244
.0
' Spiked Amount 5000.000

Target Compounds

:E8270316HT.M Fri Nov 01 16:26:00 2013

ARDL Inc

Regsponse Conc Units Dev (Min)
1990803 8000.00 ug/Kg 0.0
7428307 8000.00 ué/Kg 0.0
4366971 8000.00 ug/Kg 0.0
7747967  8000.00 ug/Kg 0.0
9074694 8000.00 ug/Kg -0.0
9640336 8000.00 ué/ﬁg 0.0
1486037 3537.20 ug/Kg 0.0
Recovery = 70.74% 1)
3344166 3991.43 ug/Kg O.g
Recovery = 79.83% o
4080238 3934.12 ug/Kg 0.0
Recovery = 78.68% .U
Qvaluel

manual integration

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

(+) = signalg summed

.0
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T=sQuantitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\1\DATA\103113\
Data File : E1031314.D

Acg On : 31 Oct 2013 15:57
Operator : DOUG

Sample : 006557-09

Misc : AG-5 8270 B10108

ATS Vial : 8 Sample Multiplier: 1

Quant Time: Nov 01 16:25:55 2013

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M
Quant Title : 8270 BNA Calibration

QLast Update : Thu Oct 31 15:00:02 2013

Response via : Initial Calibration

Abundance TIC: E1031314.D
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 11/04/2013

| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270)

| Project No.: Analytical Method: 8270C |

| NELAC Certified - IL100308 Prep Method: 3550A |

| |

| Field ID: MAK014C ARDL Lab No.: 006557-10 |

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1031315 |

| Ssample Date: 09/13/2013 Received Date: 10/23/2013 |

| Sample Time: 1355 Prep. Date: 10/28/2013 ]

| Matrix: TISSUE Analysis Date: 10/31/2013

| Amount Used: 5 g Instrument ID: AGS5 |

| Final Volume: 1 mL QC Batch: B6634

| % Moisture: No Moisture Present Level: LOW |

l |

| Method Reporting Data Dilution |

| Parameter Limit Limit  Result Flag Units Factor |

( |

| Dimethylphthalate 200 1000 ND UG/KG 1

| Diethylphthalate 200 1000 ND UG/KG 1 |

| Di-n-butylphthalate 200 1000 ND UG/KG 1

| Pyrene 200 1000 ND UG/KG 1

| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1

| Di-n-octylphthalate 200 1000 ND UG/KG 1

I |

| SURROGATE RECOVERIES: Limits Results |

|Nitrobenzene-ds 30-130 62% |

| 2-Fluorobiphenyl 30-130 73% |

| Terphenyl-di14 30-130 71% |
l

Surrogate recoveries marked with '#*' indicates they are outside standard limits.

Sample 006557-10, BNA'S (METHOD 8270) Page 1 of 1
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Data Path
Data File
Acg On
Operator
Sample
Misc

ALS Vial

Quant Time:
Quant Method
Quant Title
QLast Update
Response via

Quantitation Report

C:\MSDCHEM\ 1\DATA\ 103113\
E1031315.D
31 Oct 2013
DOUG
006557-10
AG-5 8270 B10108

9 Sample Multiplier: 1

16:39

Nov 01 16:27:04 2013

C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M

8270 BNA Calibration
Thu Oct 31 15:00:02 20
Initial Calibration

13

(QT Reviewed)

Internal Standards R.T. QIon Response Conc Units Dev (Min)
1) 1,4-Dichlorobenzene-d4 7.45 152 2126496  8000.00 ug/Kg 0.0
° 2) Naphthalene-d8 9.42 136 7895277  8000.00 ug/Kg 0.0
0 4) Acenaphthene-d10 12.33 164 4667900 8000.00 ug/Kg 0.0
[O 8) Phenanthrene-dl0 14.950 188 8281406 8000.00 ug/Kg 0.0
“O 10) Chrysene-dl2 20.57 240 9868510 8000.00 ug/Kg —O;O
. 15) Perylene-di2 25.50 264 10365140 8000.60\ﬁg/ﬁg 0.0
0
System Monitoring Compounds
3) Nitrobenzene-d5 8.27 82 1377914 3085.85 ug/Kg -0.0
- Spiked Amount 5000.000 Recovery = 61.72% 1)
5) 2-Fluorobiphenyl 11.18 172 3287193 3670.49 ug/Kg O.Q
° Spiked Amount 5000.000 Recovery = 73.41% -
12) Terphenyl-dl4 17.73 244 4007872  3553.50 ug/Kg 0.0
0 Spiked Amount 5000.000 Recovery = 71.07% ). U
Target Compounds Qvaluet
"""""""""""""""""""""""""""""""""""""""""""""""""""""""" . slo
(#) qualifier out of range (m) = manual integration (+) =:signals summed

' E8270316HT.M Fri Nov 01 16:27:11 2013

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C
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Data Path
Data File
Acg On
Operator
Sample
Misc :
ATS Vial :

Quant Time:

“=rQuantitation Report (QT Reviewed)

C:\MSDCHEM\1\DATA\103113\
E1031315.D

31 Oct 2013 16:3S9

DOUG

006557-10

AG-5 8270 B10108

9 Sample Multiplier: 1

Nov 01 16:27:04 2013

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M

Quant Title

8270 BNA Calibration

QLast Update : Thu Oct 31 15:00:02 2013
Response via : Initial Calibration

Abundance TIC: E1031315.D
j=]
e o
1600000 g $
) — @
5 g £
- ] 3
3 5 5 2
1400000 & s £ £ -
8 3 3
2 ; g
5 i 5
1200000 g B &
<+ I
- 5
(0]
2 @ ]
1000000 z 3 £
5 = ©
3 g
] g
= D
800000 & =
[}
n
600000 3
g
g
2
400000 S
200000
0 LL U}WL A s i | " N N 4 <
) Alllll!\l;\!lllrl—ill!‘j‘rilln ll!lllllllTTlll[lTrl'll\ ll!!TﬁllefFI]IK!lTl!l\$ll>lﬁ_lt\r llll]rlvlv(l!ll‘l'tvll
Time-->

L S N A L D B )

T ISBRA
"4.00 5.0076.00 .7.00 8.00 9.00 10.00 11.00 12.00 13.0Q 14.00 15.00 16.00 17.00 18.00 19.00 20.00 21.00 22.00 23.00 24.00 25.00 26.00 27.00 28.00 29.00 30.00 31.00

E8270316HT.M Fri Nov 01 16:27:11 2013

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

Page: 2

P

Page 191 of 283

:

SRNE

N
0




|
l
I
|
|
|
i
|
|
|
|
l
l
|
|
I
|
|
I
|
|
I
|

ARDIL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 11/04/2013
Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) |
Project No.: Analytical Method: 8270C
NELAC Certified - IL100308 : Prep Method: 3550A |
|
Field ID: MAK015C ARDL Lab No.: 006557-11 |
Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1031316 |
Sample Date: 09/13/2013 Received Date: 10/23/2013 |
Sample Time: 0958 Prep. Date: 10/28/2013 |
Matrix: TISSUE Analysis Date: 10/31/2013 |
Amount Used: 5 g Instrument ID:  AGS |
Final Volume: 1 mL QC Batch: B6634 |
% Moisture: No Moisture Present Level: LOW |
|
Method Reporting Data Dilution |
Parameter Limit Limit  Result Flag Units Factor |
|
Dimethylphthalate 200 1000 ND UG/KG 1
Diethylphthalate 200 1000 ND UG/KG 1 ]
Di-n-butylphthalate 200 1000 ND UG/KG 1
Pyrene 200 1000 ND UG/KG 1
bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
Di-n-octylphthalate 200 1000 ND UG/KG 1
l
| SURROGATE RECOVERIES : Limits Results
|Nitrobenzene-ds 30-130 61% |
| 2-Fluorobiphenyl 30-130 70% |
| Terphenyl-d14 30-130 68%
I

|

Surrogate recoveries marked with '*' indicates they are outside stand

Sample 006557-11, BNA'S (METHOD 8270)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

ard limits.

Page 1 of 1
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Quant Time:
Quant Method
Quant Title
QLast Update
Response via

Quantitation Report

Internal Standards

17:20

~ Data Path

i: Data File : E1031316.D
Acg On 31 Oct 2013
Operator DOUG
Sample 006557-11
Misc AG-5 8270 B10108
ALS Vial 10

Nov 01 16:28:15 2013
C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M
8270 BNA Calibration
Thu Oct 31 15:00:02 2013
Initial Calibration

Sample Multiplier:

C:\MSDCHEM\ 1\DATA\ 103113\

1

(QT Reviewed)

R.T. QIon
7.45 152
9.41 136
12.34 164
14.90 188
20.58 240
25.50 264
8.27 82
11.18 172
17.73 244

Regponse Conc Units Dev(Min)
2153385 8000.00 ug/Kg 0.0
7962416  8000.00 ug/Kg 0.0
4700922 8000.00 ug/Kg 0.0
8247662 80002DQ ug/Kg 0.0
9599442 8000 QO ug/Kg 0.0
10009819 8000.00 ug/Kg 0.0
1374534  3052.32 ug/Kg -0.0
Recovery = 61.05% §
3178554 3524.26 ug/Kg O.?
Recovery = 76.49% ; )
3747755 3416.01 ug/Kg 0.0
Recovery = 68.32% .0

o Qvalued

1) 1,4-Dichlorobenzene-d4
0
. 2) Naphthalene-d8
<0
4) Acenaphthene-dlo
-0
8) Phenanthrene-dl10
-0
10) Chrysene-dl2
0
15) Perylene-dl2
0
System Monitoring Compounds
3) Nitrobenzene-ds
1
Spiked Amount 5000.000
5) 2-Fluorobiphenyl
0
Spiked Amount 5000.000
, 12) Terphenyl-dl4
0
Spiked Amount 5000.000
Target Compounds
(#) qualifier out of range

E8270316HT.M Fri Nov 01 16:28:24 2013

ARDL Inc

manual integration (+)

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

VIV J.0
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"= Quamntitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\1\DATA\103113\
Data File : E1031316.D

Acg On : 31 Oct 2013 17:20
Operator : DOUG

Sample : 006557-11

Misc : AG-5 8270 B10108

ALS Vial @ 10 Sample Multiplier: 1

Quant Time: Nov 01 16:28:15 2013

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M
Quant Title : 8270 BNA Calibration

QLast Update : Thu Oct 31 15:00:02 2013

Response via : Initial Calibration

Abundance . TIC: E1031316.D
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ARDL,

400 Aviation Drive;
Illinois

Mt. Vernon,

Lab Report No: 006557

INC L]

62864

Report Date:

P.0. Box 1566

11/04/2013

Project Name: MAKAU MILITARY RES O

Analysis: BNA'S

(METHOD 8270)

| I

| Project No.: Analytical Method: 8270C

| NELAC Certified - IL100308 Prep Method: 3550A ]

| |

| Field ID: MAKO032C ARDL Lab No.: 006557-20 |

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1031317 |

| Sample Date: 09/23/2013 Received Date: 10/23/2013

| Sample Time: 1210 Prep. Date: 10/28/2013

| Matrix: TISSUE Analysis Date: 10/31/2013 |

| Amount Used: 5 g Instrument ID:  AGS

| Final volume: 1 mL QC Batch: B6634

| % Moisture: No Moisture Present Level: LOW |

| |

| Method Reporting Data Dilution |

| Parameter Limit Limit Result Flag Units Factor |

| |

| Dimethylphthalate 200 1000 ND UG/KG 1

| Diethylphthalate 200 1000 ND UG/KG 1

| Di-n-butylphthalate 200 1000 ND UG/KG 1

| Pyrene 200 1000 ND UG/KG 1

| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1

| Di-n-octylphthalate 200 1000 ND UG/KG 1

| l

| SURROGATE RECOVERIES: Limits Results |

|Nitrobenzene-ds 30-130 64%

| 2-Fluorobiphenyl 30-130 76% |

| Terphenyl-di14 30-130 75% |
|

|

Surrogate recoveries marked with '*!

Sample 006557-20, BNA'S (METHOD 8270)

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

indicates they are outside standard limits.

Page 1 of 1
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Data Path
Data File
Acg On
Operator
Sample
Misc

ALS Vial

Quantitation Report (QOT Reviewed)
C:\MSDCHEM\ 1\DATA\103113\

E1031317.D
31 Oct 2013
DOUG Lo o
006557-20 e e
AG-5 8270 B10108 S o
11 Sample Multiplier: 1

18:01

Quant Time: Nov 01 16:29:29 2013
Quant Method
Quant Title

QLast Update

Response via

8270 BNA Calibration
Thu Oct 31 15:00:02 2013
Initial Calibration

C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M

Internal Standards R.T. QIon Respoﬁse Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-dd 7.45 152 1950119  8000.00 ug/Kg 0.0
2) Naphthalene-ds 9.41 136 7747908 8000.00 ug/Kg 0.0
4) Acenaphthene-dl0 12.34 164 4539941 8000.00 ug/Kg 0.0
8) Phenanthrene-dlo0 14.90 188 8078836 8000;Qd‘ug/Kg 0.0
° 10) Chrysene-di12 20.57 240 9455957  8000.00 ﬁg/Kg -0.0
. 15) Perylene-dl2 25.50 264 9713059 8000.00 ug/Kg 0.0
0
System Monitoring Compounds
3) Nitrobenzene-d5 8.27 82 1412500 3223.47 ug/Kg -0.0
' Spiked Amount 5000.000 Reéovery =" 64.47% ..
5) 2-Fluorobiphenyl 11.19 172 3318105 3809.44 ug/Kg g:?
Spiked Amount 5000.000 Recovery = 76.19%
12) Terphenyl-dl4 17.73 244 4057033  3754.03 ug/Kg 0.0
Spiked Amount 5000.000 Recovery = 75.08% §
Target Compounds )iy QValﬁeU

manual integration

E8270316HT.M Fri Nov 01 16:29:34 2013

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

(+) =
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Quantitation Report (QT Reviewed) : e

Data Path : C:\MSDCHEM\1\DATA\103113\
Data File : E1031317.D

Acg On : 31 Oct 2013 18:01
Operator : DOUG

Sample : 006557-20

Misc : AG-5 8270 B10108

ALS Vial : 11 Sample Multiplier: 1

Quant Time: Nov 01 16:29:29 2013

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M
Quant Title : 8270 BNA Calibration

QLast Update : Thu Oct 31 15:00:02 2013

Response via : Initial Calibration

[Abundance TIC: E1031317.D i
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 11/04/2013

| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) |
| Project No.: Analytical Method: 8270C
| NELAC Certified - IL100308 Prep Method: 3550A |
| ‘ I
| Field ID: MAK032C ARDL Lab No.: 006557-20MS
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1031318 ‘
| Sample Date: 09/23/2013 Received Date: 10/23/2013 ]
| sample Time: 1210 Prep. Date: 10/28/2013
| Matrix: TISSUE Analysis Date: 10/31/2013 |
| Amount Used: 5 g Instrument ID: AG5
| Final Volume: 1 mL QC Batch: B6634 ]
| % Moisture: No Moisture Present Level: LOW |
| |
{ Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor |
l I
| Dimethylphthalate 200 1000 3490 UG/KG 1
| Diethylphthalate 200 1000 3590 UG/KG 1
| Di-n-butylphthalate 200 1000 3660 UG/KG 1
| Pyrene 200 1000 3720 UG/KG 1 (
| bis(2-Ethylhexyl)phthalate 200 1000 3560 UG/KG 1
| Di-n-octylphthalate 200 1000 3650 UG/KG 1 |
| l
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-ds 30-130 65%
| 2-Fluorobiphenyl 30-130 74% 1
| Terphenyl-di14 30-130 72%

!

Surrogate recoveries marked with '*' indicates they are outside standard limits.

Matrix Spike for 006557-20, BNA'S (METHOD 8270)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

Page 1 of 1
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Data Path
Data File
Acg On
Operator
Sample
Misc

ALS Vial

Quant Time:
Quant Method
Quant Title
QLast Update

Quantitation Report (Not Reviewed)

C:\MSDCHEM\ 1\DATA\ 103113\ )
E1031318.D A i
31 Oct 2013 18:42 : Eh
DOUG

006557-20MS

AG-5 8270 B10108

12 Sample Multiplier: 1

Nov 01 14:30:37 2013
C:\MSDCHEM\ 1\CALFILES\8270CALS\E8270316HT.M
8270 BNA Calibration
Thu Oct 31 15:00:02 2013
Initial Calibration

Response via

Internal Standards R.T. QIon Response Conc Unitg Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.45 152 2113522 8000.00 ug/Kg 0.0
0
2) Naphthalene-ds 9.41 136 7874844 8000.00_ug/Kg 0.0
0 .
4) Acenaphthene-di10 12.33 164 4602707 8000.00 ug/Kg 0.0
0
8) Phenanthrene-di10 14.91 188 8146519 8000.00 ug/Kg 0.0
0 g
10) Chrysene-dl2 20.57 240 9660405  8000.00 ug/Kg -0.0
2 S | |
15) Perylene-dil2 25,49 264 9982357 800000 ug/Kg 0.0
0 , .
System Monitoring Compounds ’
3) Nitrobenzene-d5 8.28 82 1454147 3265.02 ug/Kg 0.0
0 -
Spiked Amount 5000.000 Recovery = 65.30% D
5) 2-Fluorobiphenyl 11.18 172 3249571 3679.88 ug/Kg 0.0
0 L
Spiked Amount 5000.000 Recovery = 73.60%
12) Terphenyl-dl4 17.73 244 3984723 3609.09 ug/Kg 0.0
0 ‘ p
Spiked Amount 5000.000 Recovery = ~ 72.18% i.¢
Target Compounds Qvaluet
6) Dimethylphthalate 11.86 163 3208878 3492.37 ug/Kg 99
7) Diethylphthalate 13.07 149 3200883 3591.84 ‘ug/Kg 199
9) Di-n-butylphthalate 15.93 149 5449179 3659.37 ‘ug/Kg 195
11) Pyrene 17.43 202 5831703 3718.56 'ug/Kg 80
13) bis(2-Ethylhexyl)phthalate 20.80 149 3725634 3556.59 ug/Kg 99
14) Di-n-octylphthalate 23.59 149 6511673 3651.49 ug/Kg‘ 100
\ I
(#) = qualifier out of range (m) = manual integration (+) = signals summed
. }
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~Quantitation Report (Not Reviewed)

Data Path C:\MSDCHEM\ 1\DATA\103113\
Data File : E1031318.D

Acg On : 31 Oct 2013 18:42
Operator : DOUG

Sample : 006557-20MS

Misc AG-5 8270 B10108

ATS Vial 12 Sample Multiplier: 1

Quant Time: Nov 01 14:30:37 2013

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M
Quant Title : 8270 BNA Calibration

QLast Update : Thu Oct 31 15:00:02 2013

Response via : Initial Calibration

Abundance TIC: E1031318.D
1600000 g
& 3 P
5 T 5
— < © @
3 £ S s
1400000 2 3 £ £
ﬂ Zz g' 5 —
f=4 C ol ‘(E
‘é < d -:",
= 5
1200000 s >
fa] &
: g
2] = Za 3
1000000 = g 5T g
s s [ =
3 s £ €5 ©
N % g % 5 s
800000 & S £ < = g 5
£ s a 8 =
g £ = ©
£ B = =2
g gl @ 3 2
600000 4 & £ g
o = <
=] n
E =
400000 Z
200000 : S .
Olll'[llllll!lellll1‘l—llllTLlll'lLI‘I'Ill'l_[l{‘l(}LIL)]L'I‘[’})XXIX!I’!ﬁllTLLlllIlli!lTTlllvl!!Iﬁjllllltﬂ IIIltIIItI T |l|||l||
Time—> ~ 400 5.00 6.00 7.00 800 9.00 10.00 11 0012001300 14.00'15.00 16.00 17.00 18.00 19.00 20.00 21 0022002300240025002600270028002900300031 00

E8270316HT.M Fri Nov 01 14:30:46 2013 Page: 2

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C Page 200 of 283




[Abundance Scan 1198 (8.980 min): E0921610.D (-1190) (-) #6
163 Dimethylphthalate
Concen: 3492.37 ug/Kg
RT: 11.86 min Scan# 2293
Refo Delta R.T. -0.01 min
77 Lab File: E1031318.D
5 Acg: 31 Oct 2013. 18:42 "
oL e 80 64 104 120 133 g 194 S
‘r"l‘]‘lIl(llllilllllllllllll'll l|ll TTTT ])\IIIlIIIllllllllIlllllllllIll||l|l|l![!|”l|" " . ¥ .
miz-> 30 40 50 60 70 80 90 100110120130140150160170180190200 | L9E Ion:163 Resp: 3208878
IAbundance Ion Ratio TLower Upperw
163 163 100
194 3.3 0.0 23,3
164 10.2 0.0 30. 7
Ray, :
Abundance lon 163.00 (162.70 to 163.70): E10313+ -
— lon 194.00 (193.70 to 194.70): E10319 . -
” 300000{ton 164,00 (163.70to 164.70): E10313
38 0 64 104 130 138 449 194
O 7‘]|[|||YI|](|'I|I|'I1[I|I|l||!ll5|l|ll l'll;l|T|‘|'I|l|||III||IIII'I||||||ll|||l||l|l|| 250000 11.86
m/z-> 30 40 50 60 70 80 90 100110 120130140150 160170 180 190200
Abundance Scan 2293 (11.862 min): E1031318.D (-2116%% -) 200000
150000
Sub 100000
77 50000 g o 1
2 .
38 L 64 104 430 133 49 194 JAN .
0 |l|l,|u<||||«|||||||||||||||||||||||||||lH||||||||l|||n|||||s|||||l||||]||||[l||‘1’rﬁ‘l T T T T T L B I L N B T IR
miz-> 30 40 50 60 70 80 90 100110120130 140150160170180190200 [Time--> 11801190 12.00 1210 -
Abundance Scan 1427 (10.203 min): E0921610.D (-1418) (-) #7 oL i
149 Dlethylphthalate 7
Concen: 3591.84 ug/Kg -
RT: 13.07 mrn' Scan#t 2617
Refo Delta R.T. -0.01 min G
Lab Fileé: E1031318 D
177 Acg: 31 Oct 2013 18:42
50 93 105 121 l )
I3[9|llll|IIIIilIIIllll"ll|,lll?:l32ltllfll 1I6I6\l Y|1191[||]I2I2|2|| O
miz-> 4 60 80 100 120 140 160 180 200 2s0 | L9t Ion:1495 Resp: 3200883
Abundance Ion Ratio Lower Upper
149 149 100
177 21.2 0.8 40,8
150 12.2 0.0 32.3
Ray, ’ : ' f
Abundance lon 149.00 (148.70 to 149.70): E10313
177 lon 177.00 (176.70 to 177.70): E10314:;
60 6576 o3 105 1 300000{lon 150.00 (149,70 to 160.70): E10313
Ow—ra? by T | | b 132[ | ?64 b 192 2z 07 '
Il|ll||5l|||1'(l‘jllllllll|ll|l‘ll|'||ll||l| ,
niz--> 40 60 80 100 120 140 160 180 200 220 | 220090 1807, :
Abund in): D (- - '
undance Scan 2617 (13.075 min) E10113jg18D(2485)() 200000 7 /
150000 7
Sub
50 100000
177 50000
65 76 g3 105
0h 3050 L T 1%1132I | 164 || 193 222
T‘T‘llllll|||||l|l]]||||llIII|V1|IIIXI|IIII|]I LI T T 7T TIIII!IIl[l
miz--> 40 60 80 100 120 140 160 180 200 220 [Time-> 13.00 13140 1320
E1031318.D E8270316HT.M Fri Nov 01 14:30:4%9 2013 “Page 3
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o

IAbundance Scan 2008 (13.307 min): E0921610.D (-1999) (-) #9
149 Di-n- butylphthalate 4
Concen: 3659.37 ug/Kg
RT: 15.93 min Scan# 3380
Refo Delta R.T. -0.00 min
Lab File: E1031318.D
Acg: 31 Oct 2013 18:42
ol 87, T8 99 104 121135 | 168 205 223 278 -
TI'll"'l]lll]]]l]lIDO;II'IIIII‘|||||I||T|||'||Il"l[ll[l'lllllll . .
/2> 40 60 80 100 120 140 160 180 200 200 240 260 280 | 9t Ion:l49 Resp: 5443173
Abundance Ion Ratio Lower Upper.
1z}9 149 100
150 9.3 0.0 29, 4
104 5.0 0.0 28. 5
Ra&) ; i
Abundance lon 149,00 (148.70 to 149.70): E10313,
lon 150.00 (149.70 to 150.70): E10313
5000001lon 104.00 (103.70 to 104,70): E10313
ol 4l 87 T8 104 122455 | 1g7 205 223 278 o
|Il||||l]'||||l|||lIlIIlIllYllIIIl|||||||||1'5|[||l|'|| 1
miz--> 40 60 80 100 120 140 160 180 200 220 240 260 280 | 400000 18.93
IAbundance Scan 3380 (15.930 min): E1031318.D (-3247) (-)
149 300000 .
80
aub 200000 :
50
100000
. “ 57 76 104 120,50 | 17 205 223 :
'l‘llllll]l!lllll]llllll|ll'(lll’l|||[I'Il‘Illllll"l"rl||||| llYlYllllllllllllllllll\ll||l
miz-> 40 60 80 100 120 140 160 180 200 220 240 260 280 [Time->  15.8515.9015.9516.0016.0516.10
Abundance Scan 2286 (14,792 min): E0921610.D (-2273) (-) #11 L
202 Pyrene E
Concen: 3718. 56 ug/Kg i
RT: 17.43 mln Scan# 3782
Refo Delta R.T. O 00 min 4’
101 Lab File:  E1031318.D
Acqg: 31 OCtH2013 18: 42
38 50 62 75 ‘ 122133 150 163174185 [l 218 ’
"I'('llllllllIlll'l']ll‘l(lllll!llll|||||||V"l . K3
niz--> 40 60 80 100 120 140 160 180 200 2s0 | T9t lon:202 Resp: 5831703
Abundance Ion Ratio ;Lower Upper
202 202 100
101 13.2 3.8 43.&
100 10.6 0.0 BB.M
Rayw,
Abundance lon 202,00 (201,70 to 202.70): E10313
500000lon 101.00 (100,70 to 101.70): E10313
101 lon 100.00 (99.70 to 100.70): E103131
39 50 62 75 88 122133 150 162 174 186 ‘ ﬁ
Oﬁllllll'lllllllIll!‘ll‘Y]rll|,||!l’\ll“l'1||ll 400000 1743 i
miz-—> 40 60 80 100 120 140 160 180 200 220 ' ;
Abundance Scan 3782 (17.434 min): E1031318.D (-3716) (-) ;
202 300000
Sub 200000
50
100000 ¥
101
ol 39 50 62 75 88 ;I 122133 180 162 174 186 0 :
~'ﬁr-"|||l|I|YVI|lI llllllll ||I|ll|l]llll||||||] ||IIIIIIYY|11||||IY
lz--> 40 60 80 100 120 140 160 180 200 220 [ime-> 1730 1740 1750 1760 17.70

E1031318

ARDL Inc
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Abundance Scan 2784 (17.453 min): E0921610.D (-2769) (-) #13
149 bis (2- Ethylhexyl)phthalate
Concen: 3556.59 ug/Kg -
RT: 20.80 min . Scan# 4681
Re$0 Delta R.T. ' -0.00 min -
57 74 167 Lab File: ,E1031318.D |,
Acg: 31 Oct . 2013 18:42
o.,.,li..if.ll.s..n?:’?.m!.l.1.?.2,.,.,,..,.,,,,,,,97..2,2.1...,....292..2.7,?. —
mz-> 40 60 80 100 120 140 160 180 200 220 240 260 280 | 19t Ion:l4d Resp: 3725634
Abundance Ion Ratio TLower ’Uppepg
149 149 100 ;
167 25.6 4.9 44 .9
279 2.9 0.0 22.2
Ray,
Abundance fon 149.00 (148.70 to 149.70): E10313
57 167 lon 167.00 (166.70 to 167.70): E10313
43 ‘ 1500001,5n 279.00 (278.70 to 279.70): E10313
121 279 .
0 !||||II|)|V|||1| &islll llY“l](l1|:3|51 |]|]I;IIl|lll'llll'lll??glll[lllll 20.80
miz—-> 40 60 80 100 120 140 160 180 200 220 240 260 280
Abundance Scan 4681 (20.799 min): £1031318.D (-4548) (-) 100000 .
149 :
Sub, 50000 ‘
57 167
43 i 104 13
Orrllllll Yl“ll aIEI)I’ !’d?|2|1|11| lltlll IIII TTTT ||1|I|Y|2|?9Illllll279 O T T T T T l‘ T IP T “] T ] T T V.IE‘{II/
m/z--> 40 60 80 100 120 140 160 180 200 220 240 260 280 [Time--> 2070 2080 ' ° 2090 k|
[Rbundance Scan 2999 (18.601 min): E0921610.D (-2991) (-) #14 :
149 Di-n-octylphthalate
Concen: 3651.49 ug/Kg
RT: 23.59 min -Scan# 5428
Refo Delta R.T. . ~0.01 min
Lab File: E1031318.D
o Acg: 31 Oct 2013 18:42 |
: |
Qe i QA 122 | 167 97 217 252 279 306 : i
"j’l(lY"ll‘l\|II]17|(|IIYY|||VIII||||llll|||l!]l)ll|l|||||| . . ‘1)’
miz-> 40 60 80 100 120 140 160 180 200 220 240 260 280 30 | L9t Ton:143 Resp: 6511673
Abundance Ion Ratio Lower Upper;
149 149 100 iy A
150 9.6 0.0 29.7
."I_.';’ Jo .
Rayw, e
Abundance [on 149.00 (148.70 to 149.70): E1031\.;-‘,
lon 150.00 (149.70 to 150.70): E103134
250000 S <
43 2359 nl
oh g ML 104429 167 207 261 279 .
I]|||||||Y||""7,l||l||'||’|‘|I|Y|||i|||‘ll|||'l'|l‘|Y|||||’|||'||||||
miz--> 40 60 80 100 120 140 160 180 200 220 240 260 280 300 200000
Abundance Scan 5428 (23.594 min): E1031318.D (-6350) (-)
149 150000
Sub 100000
50
50000
43 .
Ob et n 21 | o7 07 261 279 | e
lll"((lllllll' IYVIIIIIIIII!lllIIl‘IlllIIll|||||(l|’|||ﬁ*r_\ ' ||llll Ill_l T T TTUTT 1|]T"‘
miz--> 40 60 80 100 120 140 160 180 200 220 240 260 280 300 [Time-> 23.40 23.50 23.60 23.70 23.80

E1031318.D EB8270316HT.M
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date:  11/04/2013

| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) |
| Project No.: Analytical Method: 8270C |
| NELAC Certified - IL100308 Prep Method: 3550A |
|__ |
| Field ID: MAK032C ARDL Lab No.: 006557-20MD |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1031319 |
| Ssample Date:  09/23/2013 Received Date:  10/23/2013 |
| sample Time: 1210 Prep. Date: 10/28/2013
| Matrix: TISSUE Analysis Date: 10/31/2013 |
| Amount Used: 5 g Instrument ID:  AGS
| Final Volume: 1 mL QC Batch: B6634
| % Moisture: No Moisture Present Level: LOW l
| I
| : Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor |
l I
| Dimethylphthalate 200 1000 3310 UG/KG 1
| Diethylphthalate 200 1000 3460 UG/KG 1
| Di-n-butylphthalate 200 1000 3490 UG/KG 1
| Pyrene 200 1000 3550 UG/KG 1 |
| bis(2-Ethylhexyl)phthalate 200 1000 3200 UG/KG 1
| Di-n-octylphthalate 200 1000 3370 UG/KG 1
l I
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-d5 30-130 62% |
| 2-Fluorobiphenyl 30-130 71% l
| Terphenyl-di14 30-130 72%

l

Surrogate recoveries marked with '*' indicates they are outside standard limits.

Matrix Spike Duplicate for 006557-20, BNA'S (METHOD 8270)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

Page 1 of 1
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Quantitation Report (Not Reviewed)
Data Path : C:\MSDCHEM\l\DATA\lO3ll3\
Data File : E1031319.D

Acq On : 31 Oct 2013 19:23 3
Operator : DOUG N
Sample : 006557-20MSD :
Misc : AG-5 8270 B10108 S
ALS Vial : 13 Sample Multiplier: 1 - . i

Quant Time: Nov 01 14:30:55 2013
Quant Method : C:\MSDCHEM\l\CALFILES\827OCALS\E8270316HT.M

Quant Title : 8270 BNA Calibration A
QLast Update : Thu Oct 31 15:00:02 2013 | 'J
Response via : Initial Calibration P i
Internal Standards R.T. QIon Response Conc Units Dev (Min)
1) 1,4-Dichlorobenzene-d4 7.45 152 2163305 8000.00 ug/Kg 0.0
0
2) Naphthalene-ds 9.41 136 7994598 8000.00 ug/Kg 0.0
0 _ «
4) Acenaphthene-dlo 12.34 164 4551831 8000.00 ug/Kg 0.0
0 o
8) Phenanthrene-dlo 14.90 188 8240104 8000.00 ug/Kg 0.0
0 .
10) Chrysene-dl2 20.57 240 9870549 8000.00 ug/Kg -0.0
2 : .
15) Perylene-dl2 25.49 264 10131496 8000.00 ug/Kg 0.0
0 o "
System Monitoring Compounds ‘ .
3) Nitrobenzene-ds 8.27 82 1410639 3119.89 ug/Kg -0.0
1 : I
Spiked Amount 5000.000 Recovery =  62.40% i1)
5) 2-Fluorobiphenyl 11.18 172 3121682 3574 .57 ug/Kg 0.0
0 S
Spiked Amount 5000.000 Recovery = 71.49%
12) Terphenyl-dl4 17.73 244 4052742  3592.54 ug/Kg 0.0
0 ) .
Spiked Amount 5000.000 Recovery = 71.85% L
Target Compounds Qvalﬁe“
6) Dimethylphthalate 11.86 163 3011420 3314.10 ug/Kg .99
7) Diethylphthalate 13.07 149 3049037 3459.69 ug/Kg 199
9) Di-n-butylphthalate 15.93 149 5253315 3487.77 ug/Kg 95
11) Pyrene 17.43 202 5693602 3553.20 ‘ug/Kg 180
13) bis(2-Ethylhexyl)phthalate 20.80 149 3429430 3204.13 ug/Kg 99
14) Di-n-octylphthalate 23.59 149 6131502 3365.10 ug/Kg 100
,. IS
(#) = qualifier out of range (m) = manual integration (+) = signals sumfed
G
E8270316HT.M Fri Nov 01 14:30:59 2013 Page: 1
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~Quantitation Report

Data Path : C:\MSDCHEM\1\DATA\103113\
Data File : E1031319.D

Acg On : 31 Oct 2013 19:23
Operator : DOUG

Sample : 006557-20MSD

Misc : AG-5 8270 B10108

ALS Vial @ 13 Sample Multiplier: 1
Quant Time: Nov 01 14:30:55 2013

Quant
Quant
QLast

Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M

Title : 8270 BNA Calibration

Update : Thu Oct 31 15:00:02 2013

Response via : Initial Calibration

(Not Reviewed)

Abundance TIC: E1031319.D
1600000 g
8 g =
- s b °
~ < il )
3 = 3 3
1400000 § g ? 155 =
8 3 j:
g & T é
1200000 2 &
= N
%
= =9 2
1000000 2 ¥ 53 g
s = 2z 5
o =2 a2
2 = ’ £ 5
800000 s = 3 E = = o
& £ = < £ =
o~ E % & ;‘2 é
) £ 3 a2 £
[fe) @ Ia) = =
600000 ; bg 5 %e
g z :
2 : 3
400000 s @
200000 ) - -
)llll’ll[Alll]lt}t]&(“"#bt]lkllllll[ll!!‘\'tlrll!lKr(lllllTll{lllIt I|ll1r Illl(ll]‘ill!“lllllli‘ !Illl|||llll’[l!l)ltll‘ll‘\lllll[
bme_> 400 5.00 600 7.00 8.00 90010001100120013001400150016001700180019002000210022002300240025002600270028002900300031OO

E8270316HT.M Fri Nov 01 14:31:00 2013
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\ IAbundance Scan 1198 (8.980 min): E0921610.D (-1190) (-) #6
163 Dimethylphthalate
Concen: 3314.10 ug/Kg -
RT: 11.86 min * Scan# 22931
Refo Delta R.T. = -0.01 min 2
77 Lab File: H1031319.D
92 Acq: 31 Oct 2013 19:23:.--
oL 39 % ea | | 104 120 1 44 194
||I|‘||I‘I|IYY(|[I|I||IIII'IIIl]llllll|||]!IIIIllllllIIIIQIIIIIYYII||“‘(III|IIIIlllllllll . . 3 ‘-
miz> 30 40 50 60 70 80 90 100110120130140150160170180190200 | ~9& Lom:163 Resp: 3011420.
Abundance Ion Ratio Lower -‘Upper -
163 163 100 '
194 3.3 0.0 23.3
164 10.3 0.0 30.7
Rayy '
Abundance fon 163,00 (162.70 to 163.70); E10313
77 300000{lon 194.00 (193.70 to 194.70): E10313
50 9 133 lon 164,00 (16370 to 164.70): E10313
B 0 B - L = B
miz--> 30 40 50 60 70 80 90 100110120130 140150 160170180 190200 '
Abundance Scan 2293 (11.862 min): E1031319.D (-2161) (-) 200000
143
150000 o
Sub J 5
50 100000 I
77 50000 :
92 |
oL 38 % e 1 104 450 133 449 | 194 0 , v 20 -
|||I||||[QI|IVIY‘IlI‘l|IIItTT]Y]lY]]‘]]‘[](lII'Il’lllllllllllllI|[ll|||l||ll||lIll(ll|||| |l|ll||||:|']||‘|||l L
miz-> 30 40 50 60 70 80 90 100110120130140150160170180190200 [Time--> 11.80 11.90 1200 12.10 »
[Abundance Scan 1427 (10.203 min): E0921610.D (-1418) (- #7 l
149 Diethylphthalate
Concen: 3459.69 ug/Kg
RT: 13.07 min ' Scan# 2617
Refo Delta R.T. . -0.01 min j
Lab File: E1031319.D
177 : . .
65 76 93105 o, Acg: 31 Oct ;2013 19:23 -
Oll?‘]gl?x?||¢{'||"||||y||||I!Ilv||h|.|1:|32||||||||1|6|61 !'i[ll1|9v3511||2[21211 - 03:'7
miz--> 40 60 80 100 120 140 160 180 200 20 | 19 lon:l49 Resp: 304503
Abundance Ilon Ratio ‘'Lower Upper
149 1495 100 : ’ e
177 21.2 ., 0.8  40.8
150 12.3 /O‘O 32.3;
Ray,
Abundance lon 149,00 (148.70 to 149.70): E10313 -
177 3000001lon 177.00 (176.70 to 177.70): E1031:8:
lon 150.00 (149.70 to 150.70): E10313
50 6576 93105 43 . 21010 ‘
0 2 e b e 132 164 195 222 1 250000 1307 |
miz--> 40 60 80 100 120 140 160 180 200 220 '
Abundance Scan 2617 (13.075 min); E1031319.D (-2485) (-) 200000
149
150000
Sub, 100000
177 50000 :
65 76 93 105 A
lll‘lllllll‘lllll||ll||||||)Y|YI|||Y'\||j_r] T T T 7T ||1I|IIKY
miz--> 40 60 80 100 120 140 160 180 200 220 [Time-> 1300 _ 13.40 _ 13.20
PN 5
SRR A 5 ‘ i{
E1031319.D E8270316HT.M Fri Nov 01 14:31:00 2013 ' Page 3 4
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Abundance Scan 2008 (13,307 min): £0921610.D (-1999) (-) #9
149 Di-n-butylphthalate
Concen: 3487.77 ug/Kg
RT: 15.93 min Scan# 3380
Refo Delta R.T. *-0.00 min °~
Lab File: E1031319.D
Acg: 31 Oct 2013 19: 23
ol 41 87 78 9q194 121435 | 168 205 223 278
IVYIV)Il]ll!ll‘\l|]l|lYIYI!I|II'I||IITII'III]IYI’]Y‘]Illllllllll]'l . .
s 0 80 b 1o 140 140 180 30 240 5lo 3o ag | TOt Ton:149 Resp: 5253315
Abundance Ion Ratio ‘Lower Upper:
149 149 100 ‘
150 9.2 1 0.0 29.4
104 5.0 0.0 28.5
Ray, f ‘ g
Abundance fon 149.00 (148.70 to 149.70): E10313:
500000]lon 150.00 (149.70 to 1560.70): E10313'
lon 104,00 (103.70 to 104.70): E10313
Al 57 76 104 421435 | 48 205 223 78
OIIIIIY!IIIIIlllll[l!ll]llIl[lllrllllll!lll]!ll!llll![ll|lllllllll 400000 15'93
miz--> 40 60 80 100 120 140 160 180 200 220 240 260 280
Abundance Scan 3380 (15.930 min): E1031319.D (-3247) (-)
149 300000
10
Sub 200000
50
100000
Ol|l4l1ll|5l7|||I7‘6I\II|1I(I)?l?]2l1|1|3lsllIIV]1|6Y§lIIYIII2(IJ|5lY2]2)3IIYlI‘Il|!|l2‘7I81I 0 T T T T I T ; T T I T T T T | T "5
miz--> 40 60 80 100 120 140 160 180 200 220 240 260 280 [Time--> 15.90 - 16.00 1610 <J*
Abundance Scan 2286 (14.792 min): E0921610.D (-2273) (-) #11 L 4
202 Pyrene
Concen: 3553.20 ug/Kg !
RT: 17.43 min -~ Scan# 3782
Refo Delta R.T. ' -0.00 min &
101 Lab File: 'E1031319.D
Acg: 31 Oct 2013 19:23 ¢
038 50 62 75 , 122133 150 163174185 Jm 218
ll]]lYlllIlYY]lYIlllllll | | | Illll'l . .
miz--> 40 60 80 100 120 140 160 180 200 220 | T9t Ion:202 Resp: 56393602
Abundance Ion Ratio Lower Upper
202 202 100
101 13.2 3.8 43, 8
100 10.6 0.0 38. li
Rayy :
Abundance lon 202.00 (201.70 to 202.70): £10313 .
5000001lon 101.00 (100.70 to 101.70): £10313:
101 lon 100.00 (99.70t0 100.70): £103131 .
Ol 4152 63 7‘4| 88 %l 122133 150 162 174 186 lm 400000 :
IllII)IIIIIll||¥Illl|l||\l|||l||,|l||II(IIII
miz--> 40 60 80 100 120 140 160 180 200 220 17.43 4
Abundance Scan 3782 (17.435 min): E1031319.D (-3716) (-) .
202 300000 :
200000 ‘ i
Sub 1
50
100000
101
ol 39 52 63 3 88 !I 122133 150 163174 186 0
"I||I$Yll!'llllllYlIII‘IlllI'lll]'lllII|||I WWTW—‘F
miz--> 40 60 80 100 120 140 160 180 200 220 [Time-> _ 17.30 17.40 17.50 17.60 17.70
L
E1031319.D E8270316HT.M Fri Nov 01 14:31:00 2013 Page 4
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Scan 2784 (17.453 min); E0921610.D (-2769) ()

N b

IAbundance #13
149 bis(2- Ethylhexyl)phthalate
Concen: 3204.13 ug/Kg
RT: 20.80 min Scan# 4681
Refo Delta R.T.  -0.00 min g
57 74 167 Lab File: 'E1031319.D 4
’ Acq: 31 Oct 2013 19:23 -
wod e P | | e rrora
m/z--> 40 60 B0 100 120 140 160 180 200 220 240 260 280 | 19t Ion:143 Resp: 3
Abundance Ion Ratio Lower Upper
149 149 100 :
167 25.3 4.9 44.QL
279 2.9 0.0 22.2
Rag) s
IAbundance lon 149.00 (148.70 to 149.70): E10313 -
57 167 lon 167.00 (166.70 to 167.70): E10313.
A lon 279,00 (278.70 to 279.70): E10313
LA e a0 210 |
OIIIIYIII!‘l]‘]Y‘lV)lIll]'l,l)|\llll#ll['|ll]lll([lllll|||]]||I‘III 20.80 N
mfz--> 40 60 80 100 120 140 160 180 200 220 240 260 280 | .10 i
IAbundance Scan 4681 (20.799 min): E1031319.D (-4548) (-) ; ale
149 A
-t
Sub 50000 s
50 o
43 57 167
0 J ” 93, 11° 132 240 279 0
l||1|(||l||3|||||l\|l|l||I][l|||]|||llllll|||(|{lll||I'I'IIII||| IIl||||| Tlll'll'
mfz--> 40 60 80 100 120 140 160 180 200 220 240 260 280 [Time--> 20.70 20.80 20.80
Abundance Scan 2999 (18.601 min): E0921610.D (-2991) (-) #14 l
149 Di-n-octylphthalate 4
Concen: 3365. 10 ug/Kg .
RT: 23.59 min ' Scan# 5428
Refo Delta R.T. ?'—O 01 min
Lab File: /E1031319.D ¥
) Acq: 31 Oct 2013 19: 23;
3 .
b MI g 104 1?2 1 187 197 217 12521 gL ?06 ey D
ll|!l'llllllll]l!lIIYVllll‘lrlll[|lll!|l!lll[lllYllIlllIlIll‘ N ¢ ) . q o I
miz-> 40 60 80 100 120 140 160 180 200 230 240 260 280 3e0 | 19C Ion:l49Resp: 61315 O:
Abundance Ion Ratio Lower Uppeq
149 149 100 - &
150 9.7 0.0 29.7%
| )
Rayy
Abundance lon 149.00 (148.70 to 149.70): E10313
2500001]ion 150.00 (149.70 to 150.70): E10313
43 23,59
ohdl g i 104121 167 207 261 279 200000
III|I|IIlill(|||Ii(llll‘Illll||ll[|!ll|l]l|l|!l|Il)ll[‘lll[II[IIV'I]]III]
m/z--> 40 60 80 100 120 140 160 180 200 220 240 260 280 300 3|
Abundance Scan 5428 (23,594 min): E1031319.D (-5350) (-) K
100000
Sub '
50
50000
3
0 ‘I1| Il 7yu1 104 121 167 207 261 279 B
III'IIIIl(llhlIII'l[IIll||ll]]ll“llII‘II|||l|||||||||l||l|lll|[l\!|l|l‘\ llll'llll YlYl!llfl|I|
miz--> m60m1mmom1mmommmmowmmwoTmozwommzwommzwm‘

E10313192.D E8270316HT.M

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

Fri Nov 01 14:31:01 2013

o
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METHOD BLANK REPORT

ARDL, Inc. 400 Aviation Drive;

Mt. Vernon, Illinois 62864

Lab Report No: 006558

Report

Date: 11/0

P.O. Box 1566

4/2013

Project Name: MAKAU MILITARY RES O

Analysis: BNA'S (METHOD 8270)

l
{ Project No.: Analytical Method: 8270C [
| NELAC Certified - IL100308 Prep Method: 3550A

|
} Field ID: NA ARDL Lab No.: 006558-02B1 |
| Desc/Location: NA Lab Filename: E1031320 |
| Sample Date:  NA Received Date: NA |
| Sample Time: NA Prep. Date: 10/29/2013
| Matrix: QC Material Analysis Date: 10/31/2013 |
| Amount Used: 5 g Instrument ID:  AG5 [
| Final Volume: 1 mL QC Batch: B6635
| % Moisture: NA Level: LOW
| |
| Method Reporting Data
| Parameter Limit Limit Result  Flag Units |
l l
| Dimethylphthalate 200 1000 ND UG/XG
| Diethylphthalate 200 1000 ND UG/KG
| Di-n-butylphthalate 200 1000 ND UG/KG
| Pyrene 200 1000 ND UG/KG
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG
| Di-n-octylphthalate 200 1000 ND UG/KG
| |
| SURROGATE RECOVERIES: Limits Results
|Nitrobenzene-ds 30-130 76% |
| 2-Fluorobiphenyl 30-130 83%
| Terphenyl-dil4 30-130 77%

l

Surrogate recoveries marked with '*' indicates they are outside standard limits.

Blank for Run B6635, BNA'S (METHOD 8270)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

Page 1 of 1
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Data Path
Data File
Acg On
Operator
Sample
Misc

ALS Vial

Quant Time:
Quant Method
Quant Title
QLast Update
Response via

Quantitation Report

C:\MSDCHEM\1\DATA\103113\
E1031320.D
31 Oct 2013
DOUG
006558-02B1
AG-5 8270 B10111

14 Sample Multiplier: 1

20:04

Nov 04 14:23:54 2013

(QT Reviewed)

C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT .M

8270 BNA Calibration
Thu Oct 31 15:00:02 20
Initial Calibration

E8270316HT.M Mon Nov 04 14:24:00 2013

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

13

Conc Units Dev(Mih)

Internai Standards R.T. QIon Response
1) 1,4-Dichlorobenzene-d4 7.45 152 2182938  8000.00 ug/Kg 0.0
° 2) Naphthalene-d8 9.41 136 8069557 BOOO,OQTug/Kg 0.0
° 4) Acenaphthene-dl10 12.33 164 4794322 BOOO:Bd]ug/Kg 0.0
° 8) Phenanthrene-dilo0 14.90 188 8592513 8000.60 ug/Kg 0.0
° 10) Chrysene-di12 20.57 240 10078894  8000.00 ug/Kg -0.0
. 15) Perylene-dil2 25.49 264 10932026 8000.00 ug/Kg 0.0
0
System Monitoring Compounds
3) Nitrobenzene-db5 8.28 82 1742774 3818.66 ug/Kg 0.0
° Spikéd Amount  5000.000 Recovery = - 76.37% .l
5) 2-Fluorobiphenyl 11.18 172 3803303 4134.?0 ug/Kg 079
9 Spiked Amount 5000.000 Recovery =: ©82.70% -
12) Terphenyl-dl4 17.73 244 4457660 3869.80 ug/Kg 0.0
° Spiked Amount 5000.000 Recovery -=;x 77.40% ?L?
Target Compounds R . ovalue?
U S ;
(#) qualifier out of range (m) = manual integration (+) = signals summed

g

i A 1@
Page: 1
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i~ Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\I\DATA\103113\
Data File : E1031320.D

Acg On : 31 Oct 2013 20:04
Operator : DOUG

Sample : 006558-02B1

Misc : AG-5 8270 B101l1l1

ALS Vial : 14 Sample Multiplier: 1

Quant Time: Nov 04 14:23:54 2013

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M
Quant Title : 8270 BNA Calibration

QLast Update Thu Oct 31 15:00:02 2013

Response via Initial Calibration

e 0e e

Abundance TIC: E1031320.D
(=]
b
1600000 = 2
el —_ [
3 3 £
g £ s £ =
1400000 g g ] & g
£ : :
2 5
1200000 E o
- o )
2 2 3
s 3 g
1000000 g 3 g
2 . :
=] < [}
2 =
u i
& d
800000
w—
S
2
600000 g
]
2
=
400000
K . e B . . J: | 1. o - - ) e ‘g,\ N S e
2000004 - - : ] -
h. qull[[)lll\711(00!}1It(lf7‘l|(I)‘rT!l'll!T]l1]I|lIIK‘lh;l[}K!5]1iv#‘)l‘l{l)‘ll]‘ll]]Yr‘[T“{ﬁ'!l)'lIII]\I!!!I(!‘t\\ll1!1IIIIIIll L B B T
ime—> .400 500 6.00 7.00 8.00 S.00 1000110012001300140015001600170018001900200021 0022002300240025002600270028002900300031 .00 _

E8270316HT.M Mon Nov 04 14:24:01 2013 Page: 2
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ARDL, INC,.
400 Aviation Drive; P.O. Box 1566

Mt. Vernon,

Lab Report No: 006558

Report

Illinois 62864

Date: 11/0

4/2013

Project Name: MAKAU MILITARY RES O

Analys

is: BNA'S (ME

Project No.: Analytical Method: 8270C

NELAC Certified - IL100308

Prep Method: 35504

THOD 8270)

! |
l |
| I
l
I Field ID: NA ARDL Lab No.: 006558-02K1 [
| Desc/Location: NA Lab Filename: E1031321
| sample Date: NA Received Date: NA
| Sample Time: NA Prep. Date: 10/29/2013 |
| Matrix: QC Material Analysis Date: 10/31/2013 |
| Amount Used: 5 g Instrument ID:  AGS
| Final Volume: 1 mL QC Batch: B6635 |
| % Moisture: NA Level: LOW |
| |
| Method Reporting Data
| Parameter Limit Limit Result  Flag Units |
| I
| Dimethylphthalate 200 1000 3690 UG/KG
| Diethylphthalate 200 1000 3800 UG/KG
| Di-n-butylphthalate 200 1000 3820 UG/KG |
| Pyrene 200 1000 3920 UG/KG
| bis(2-Ethylhexyl)phthalate 200 1000 3760 UG/KG
| Di-n-octylphthalate 200 1000 3830 UG/KG |
| l
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-ds 30-130 76% |
|2-Fluorobiphenyl 30-130 84% |
| Terphenyl-d14 30-130 82%
I

Surrogate recoveries marked with

'*1' indicates they are outside standard limits.

Spike Blank for Run B6635, BNA'S (METHOD 8270)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

Page 1 of 1
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-~ Data Path
Data File
Acg On
Operator
Sample
Misc
ALS Vial

Quantitation Report

C:\MSDCHEM\1\DATA\103113\
E1031321.D
31 Oct 2013
DOUG
006558-02K1
AG-5 8270 B10111

15 Sample Multiplier: 1

20:46

ARDL Inc

Quant Time:
Quant Method
Quant Title
QLast Update
Response via

Nov 01 11:49:19 2013
C:\MSDCHEM\ 1\CALFILES\8270CALS\E8270316HT.M
8270 BNA Calibration
Thu Oct 31 15:00:02 2013
Initial Calibration

(Not Reviewed)

i

Unlts Dev(Mln)
00 ug/Kg O 0
00 ug/Kg 0.0
00 ug/Kg 0.0
.00 ug/Kg 0.0
00 ug/Kg -0.0
00 ug/Kg 0.0
05 ug/Kg 1030
=i 76.48% i)
.20 ug/Kg 0:0
‘ ) H
= 83.60% .
.02 ug/Kg 0.0
=t 8$:64% Qi“
Qvaluel
92 ug/Kg 99
55 ug/Kg 100
78 ug/Kg 95
12 ug/Kg 81
00 ug/Kg 99
70 ug/Kg 100
S0

signals summed

Internal Standards R.T. QIon Response Conc
1) 1,4-Dichlorobenzene-d4 7.45 152 2103397 8000
2) Naphthalene-d8 9.41 136 7737916 8000
4) Acenaphthene-dlo0 12.34 164 4545599 8000.
8) Phenanthrene-dlo0 14.50 188 8043224 8000

10) Chrysene-dil2 20.57 240 9449063 8000.
15) Perylene-dl2 25.50 264 10275452 8000.

System Monitoring Compounds
3) Nitrobenzene-ds 8.28 82 1673508 3824.
Spiked Amount 5000.000 Recovery
5) 2-Fluorobiphenyl 11.18 172 3645588 4180
Spiked Amount 5000.000 Recovery

12) Terphenyl-dl4 17,73 244 4408285 4082
Spiked Amount 5000.000 Recovery

Target Compounds
6) Dimethylphthalate 11.86 163 3352861 3694,
7) Diethylphthalate 13.07 149 3345732 3801.
9) Di-n-butylphthalate 15.83 149 5623283 3824.

11) Pyrene 17.43 202 6010245 3918,
13) bis(2-Ethylhexyl)phthalate 20.80 149 3851515 3759.
14) Di-n-octylphthalate 23.59 149 6687045 3833.
(#) = qualifier out of range (m) = manual integration (+) =

E8270316HT.M Fri Nov 01 11:49:19 2013

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

o
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" Quantitation Report - (Not Reviewed)

Data Path : C:\MSDCHEM\l\DATA\lO3ll3\
Data File : E1031321.D

Acg On : 31 Oct 2013 20:46

Operator : DOUG

Sample : 006558-02K1 -
Misc : AG-5 8270 B10111

ALS Vvial : 15 Sample Multiplier: 1

Quant Time: Nov 01 11:49:19 2013

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M
Quant Title : 8270 BNA Calibration

QLast Update : Thu Oct 31 15:00:02 2013

Response via : Initial Calibration

[Abundance TIC: E1031321.D ﬂ
1600000
g - -
5 g s
5 3 5
= 5 £ 2
1400000 3 £ g g —
2 S E £ o
g Z 3 5 b
] 4 o Q@
1200000 2 3
B
~ [} @ —
- B - =3 g
1000000 g £ 5% 3
S £ gg ¢
T _‘E >0
2= % - &
< g% E 5 o
800000 s £ £ s s
= S o) < kol
=3 = E=] ]
) z £ g 2
8 E o} B 5
& 5 £ 3
600000 5 < g
3 g 5
Z 2
400000
+ 200000 o . R ]
) OLI]]IkIIlLIII}#[I!'IIIII!I"&‘Itl]lll[ll%th(lTl|LlllIl(vtllllll(Y\%)\‘lll‘l1lll|[(’KI\$‘1!11I|IIL\!XIIL|I\III|I lllllll[!
* Time—> 400 500 600 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00 15.00 16.00 17.00 18.00 19.00 20.00 21.00 22.00 23.00 24.00 25.00 26.00 27.00 28.00 2.00 30.00 31.00 -

E8270316HT.M Fri Nov 01 11:49:19 2013
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 11/04/2013
Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270)
Project No.: Analytical Method: 8270C
NELAC Certified - IL100308 Prep Method: 3550A
Field ID: MAK018C ARDL Lab No.: 006557-12
Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1031322
Sample Date: 09/16/2013 Received Date: 10/23/2013
Sample Time: 0905 Prep. Date: 10/29/2013
Matrix: TISSUE Analysis Date: 10/31/2013
Amount Used: 5 g Instrument ID: AG5
Final volume: 1 mL QC Batch: B6635
% Moisture: No Moisture Present Level: LOW
Method Reporting Data Dilution
Parameter Limit Limit Result Flag Units Factor
Dimethylphthalate 200 1000 ND UG/KG 1
Diethylphthalate 200 1000 ND UG/KG 1
Di-n-butylphthalate 200 1000 ND UG/KG 1
Pyrene 200 1000 ND UG/KG 1
bis(2~-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
Di-n-octylphthalate 200 1000 ND UG/KG 1
|SURROGATE RECOVERIES: Limits Results
|Nitrobenzene-ds 30-130 70%
| 2-Fluorobiphenyl 30-130 76%
| Terphenyl-d14 30-130 73%

Surrogate recoveries marked with '*' indicates they are outside standard limits.

Sample 006557-12, BNA'S (METHOD 8270) Page 1 of 1
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Data Path
Data File
Acg On
Operator
Sample
Misc

ALS Vial

Quant Time:

Quant Method

Quant Title
QLast Update
Response via

Quantitation Report

C:\MSDCHEM\1\DATA\103113
E1031322.D
31 Oct 2013
DOUG
006557-12
AG-5 8270 B10111

16 Sample Multiplier:

21:27

Nov 01 16:30:50 2013

8270 BNA Calibration
Thu Oct 31 15:00:02 2
Initial Calibration

\

1

013

(QT Reviewed)

C:\MSDCHEM\ 1\CALFILES\8270CALS\E8270316HT.M

Conc Units Dev(Min

|
Lt

E8270316HT.M Fri Nov 01 16:30:55 2013

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

Internal Standards R.T. QIon Response )

1) 1,4-Dichlorobenzene-da 7.45 152 2053434  8000.00 ug/Kg 0.0

jo 2) Naphthalene-ds8 9.41 136 7670707 8000.00 ug/Kg 0.0

° 4) Acenaphthene-dlo0 12.33 164 4505984 SOOO‘OO‘qg/Kg 0,0

° 8) Phenanthrene-dilo0 14.90 188 7981685 8000.00 ug/Kg d.é

° 10) Chrysene-dl2 20.57 240 9594250 SOO0.00 ug/Kg -0.0

z 15) Perylene-dil2 25.50 264 9720053 8000.00 ug/Kg 0.0
System Monitoring Compounds

3) Nitrobenzene-db 8.28 82 15075959 3475.95 ug/Kg 0.0

’ Spiked Amount 5000.000 Recovery = 1 69.52% Mﬁ

5) 2-Fluorobiphenyl 11.19 172 3285091 3799.96 ug/Kg Q:p

‘O Spiked Amount 5000.000 Recovery = | 56.00% h

: 12) Terphenyl-dl4 17.73 244 4016333  3662.80 ug/Kg 0.0

° Spiked Amount 5000.000 Recovery =0 173.26% .0

Target Compounds Qvaludell

T T

(#) = qualifier out of range (m) = manual integration (+) = signals summed

Y
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Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\1\DATA\103113\
Data File : E1031322.D

Acg On : 31 Oct 2013 21:27
Operator : DOUG

Sample : 006557-12

Misc : AG-5 8270 B1l0111

ALS Vial : 16 Sample Multiplier: 1

Quant Time: Nov 01 16:30:50 2013

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M
Quant Title 8270 BNA Calibration

QLast Update Thu Oct 31 15:00:02 2013

Response via Initial Calibration

e e e

Abundance - TIC: E1031322D
1600000 5
—_ @
g _
[} o =
- 8 S 5
= © O s
1400000 3 2 g £
8 2 3 ~
8 : b
° 2 2
1200000 S 5
o = &
= 5
1] @
[/} ol o
1000000 B 5 g
& g 6
8 i
g 2
800000 &
@«
g
600000 2
g
2
[
400000 =
200000{ - S . N\“‘A—NJ _ h ' Lo -
Gllliltth||)“y(lllki\'AL‘lvll!l’]ll;"k]‘ll]llllL'rll!‘(T‘ll.lllll|1ll6I\Lllﬁ\Jl‘Ai‘T‘l‘»l/Jl‘ll T 17T llTw:wlterllllmh
Hmm—> 400 500 6.00 7.00.8.00 90010001100120013001400150016001700180019002000210022002300240025002600270028002900300031OO

E8270316HT.M Fri Nov 01 16:30:56 2013
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ARDL, INC.
400 Aviation Drive;

Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date:

P.O. Box 1566

11/04/2013

Analysis: BNA'S
8270C

MAKAU MILITARY RES O
Analytical Method:
Prep Method: 3550A

Project Name:
Project No.:
NELAC Certified - IL100308

(METHOD 8270)

| I
l |
| |
| |
| Field ID: MAK019C ARDL Lab No.: 006557-13 |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1031323 |
| Sample Date: 09/16/2013 Received Date:  10/23/2013 |
| Sample Time: 0915 Prep. Date: 10/29/2013 |
| Matrix: TISSUE Analysis Date: 10/31/2013
| Amount Used: 5g Instrument ID: DG5S |
| Final vVolume: 1 mL QC Batch: B6635 |
| % Moisture: No Moisture Present Level: LOW |
| |
| Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor |
l l
| Dimethylphthalate 200 1000 ND UG/KG 1 |
| Diethylphthalate 200 1000 ND UG/KG 1
| Di-n-butylphthalate 200 1000 ND UG/Ka 1
| Pyrene 200 1000 ND UG/KG 1
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
| Di-n-octylphthalate 200 1000 ND UG/KG 1 |
| I
| SURROGATE RECOVERIES: Limits Results
|Nitrobenzene-ds 30-130 69% |
| 2-Fluorobiphenyl 30-130 77%
| Terphenyl-d14 30-130 75% |
|

|

Surrogate recoveries marked with '*’

Sample 006557-13, BNA'S (METHOD 8270)

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

indicates they are outside standard limits.

Page 1 of 1
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Data Path
~Data File
Acg On
Operator
Sample
Misc

ALS Vial

Quant Time:
Quant Method
Quant Title
QLast Update
Response via

Target Comp

Quantitation Report

C:\MSDCHEM\ 1\DATA\ 103113
E1031323.D
31 Oct 2013
DOUG
006557-13
AG-5 8270 B10111

17 Sample Multiplier:

22:09

Nov 01 16:31:48 2013

C:\MSDCHEM\ 1\CALFILES\8270CALS\E8270316HT.M

:. 8270 BNA Calibration
Thu Oct 31 15:00:02 2
Initial Calibration

ounds

\

1

013

(QT

Internal Standards R.T. QIon
: 1) 1,4-Dichlorobenzene-d4 7.45 152
0
2) Naphthalene-ds 9.41 136
4) Acenaphthene-dilo0 12.34 164
0
8) Phenanthrene-dil0 14.90 188
0
10) Chrysene-dl2 20.57 240
1
15) Perylene-dl2 25.50 264
0
System Monitoring Compounds
3) Nitrobenzene-dbs 8.28 82
Spiked Amount 5000.000
‘ 5) 2-Fluorobiphenyl 11.18 172
0
Spiked Amount 5000.000
12) Terphenyl-dil4 17.73 244
Spiked Amount 5000.000

Reviewed)

Conc Units Dev(Min)

E8270316HT.M F

ARDL Inc

ri Nov 01 16:31:55 2013

manual integration

Response
2207753 8000.00 ug/Kg 0:0
8170381 8000.00 ug/Kg 0.0
4868968 8000.00 ug/Kg 0.0
8596233 8000.00 ug/Ké 0.0
10324610 8000.00 ug/Kg —le
10814922 8000.00 ug/Kg 0.0
1599719 3461.95 ug/Kg O.Q
Recovery = 69.24% fﬁ}
3615094 3869.2% gg/Kg ?;g
Recovery =‘:,7§.4b% B
4410789 3737.98 ug/Kg 0.0
Recovery = 74.76% Y
Qvaluel
G
(+) = signals summed

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

{
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Quantitation Report - (QT Reviewed)

Data Path : C:\MSDCHEM\1\DATA\103113\
Data File : E1031323.D

Acg On : 31 Oct 2013 22:08
Operator : DOUG

Sample : 006557-13

Misc : AG-5 8270 B10111

ALS Vial : 17 Sample Multiplier: 1

Quant Time: Nov 01 16:31:48 2013

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M
Quant Title : 8270 BNA Calibration

QLast Update : Thu Oct 31 15:00:02 2013

Response via : Initial Calibratiocon

Abundance TIC: E1031323.D
) — —
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ARDL, INC.
400 Aviation Drive; P.0O. Box 1566
Mt. Vernon, Illinois 62864
Lab Report No: 006557 Report Date: 11/04/2013
Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270)

|
{ Project No.: Analytical Method: 8270C |
| NELAC Certified - IL100308 Prep Method: 3550A
I |
| Field ID: MAK020C ARDL Lab No.: 006557-14
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1031324 |
| Sample Date: 09/16/2013 Received Date: 10/23/2013 |
| Sample Time: 1018 Prep. Date: 10/29/2013 |
| Matrix: TISSUE Analysis Date: 10/31/2013 |
| Amount Used: 5 g Instrument ID:  AG5 |
| Final Volume: 1 mL QC Batch: B6635
| % Moisture: No Moisture Present Level: LOW
| |
| Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor |
l l
| Dimethylphthalate 200 1000 ND UG/KG 1
| Diethylphthalate 200 1000 ND UG/KG 1 |
| Di-n-butylphthalate 200 1000 ND UG/XG 1
| Pyrene 200 1000 ND UG/KG 1
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
| Di-n-octylphthalate 200 1000 ND UG/KG 1
I |
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-ds 30-130 72% |
| 2-Fluorobiphenyl 30-130 78% |
| Texrphenyl-d14 30-130 75% |
|

|

Surrogate recoveries marked with '#*!

Sample 006557-14, BNA'S (METHOD 8270)

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

indicates they are outside standard limits.

Page 1 of 1
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Data Path

Quantitation Report

C:\MSDCHEM\ 1\DATA\103113\
Data File E1031324.D
Acg On 31 Oct 2013 22:51
Operator DOUG
Sample 006557-14
Misc AG-5 8270 B10111
ALS Vial 18 Sample Multiplier: 1

Quant Time:

Quant Method

Quant Title
QLast Update
Response via

Nov 01 16:32:26 2013

C:\MSDCHEM\ 1\CALFILES\8270CALS\E8270316HT.M

8270 BNA Calibration
Thu Oct 31 15:00:02 2
Initial Calibration

013

(QT Reviewed)

Internal Standards R.T. QIon Response Conc Uni;s Dev(Min?
1) 1,4-Dichlorobenzene-dd 7.45 152 2032418  8000.00 ug/Kg 0.0
° 2) Naphthalene-d8 9.41 136 7545040 8000700 ug/Kg 0‘9
° 4) Acenaphthene-dloe 12.33 164 4486161 8000.00 ug/Kg O‘O
° 8) Phenanthrene-dl10 14.90 188 7807237 8000.00 ug/Kg 0.0
° 10) Chrysene-dl2 20.57 240 9376600 8000.00 ug/Kg -0.0
' 15) Perylene-dl2 25.50 264 9551307 8000.00 ug/Kg 0.0
0 .
System Monitoring Compounds :
3) Nitrobenzene-db 8.28 82 1539877 3608.65 ug/Kg 0.0
Spiked Amount 5000.000 Recovery ¥U);72.l7% L1t)
5) 2-Fluorobiphenyl 11.18 172 3370630 3916.13 ug/Kg 0:9
Spiked Amount 5000.000 Recovery = 78.32% :
12) Terphenyl-dil4 17.73 244 4022545  3753.62 ug/Kg 0.0
Spiked Amount 5000.000 Recovery = 75.07%
Target Compounds Qvalueb
R 0
(#) = qualifier out of range (m) = manual integration (+) = signals summed

E8270316HT.M Fri Nov 01 16:32:33 2013

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C
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Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\1\DATA\103113\
Data File : E1031324.D

Acg On : 31 Oct 2013 22:51
Operator : DOUG

Sample : 006557-14

Misc : AG-5 8270 B10111

ALS Vial : 18 Sample Multiplier: 1

Quant Time: Nov 01 16:32:26 2013

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M
Quant Title : 8270 BNA Calibration

QLast Update : Thu Oct 31 15:00:02 2013

Response via : Initial Calibration

Abundance TIC: E1031324.D
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Analytical Run Number 5

Calibration Information

Tune Data (If applicable)

Initial Calibration (If different than Initial Calibration in Run 1)
Calibration Factor Summary
Chromatogram
Quant Report (If applicable)

Continuing Calibration
Calibration Response Check
Chromatogram
Quant Report (If applicable)

Instrument Logs/Analysis Notebook Pages

Blank / Field Sample / QC Data

Form 1 (If required)

Chromatogram

Quant Report (If applicable)

Confirmation Analysis Quant Report / Chromatogram (If applicable)
Tentatively [dentified Compounds (If required)

Rev. 1.0
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ARDL Inc

‘ Calibration Information

Tune Data (If applicable)

Initial Calibration (If different than Initial Calibration in Run 1)
Calibration Factor Summary
Chromatogram
Quant Report (If applicable)

Continuing Calibration
Calibration Response Check
Chromatogram
Quant Report (If applicable)

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

Rev. 1.0
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5B

SEMIVOLATILE ORGANIC GC/MS TUNING AND MASS CALIBRATION ~ DECAFLUOROTRIPHENYLPHOSPHINE

(DFTPP)
Lab Name: ARDL, Inc. Contract: ---
Lab Code: --- Case No.: =--- SAS No.: —- SDG No.: ——-
Lab File ID: E1101302 DFTPP Injection Date: 11/01/13
Instrument ID: AG5 DFTPP Injection Time: 09:38
m/e| ION ABUNDANCE CRITERIA iégﬁgi;;f
511 30 - 80% of mass 198 32.0
68| Less than 2.0% of mass 69 0.0 (1)
69| (reference only) 33.4
70| Less than 2.0% of mass 69 0.3 (1)
127 25 - 75% of mass 198 46.7
1971 Less than 1% of mass 198 0.0
198 Base Peak, 100% relative abundance 100.
199 5 - 9% of mass 198 6.8
2751 10 - 30% of mass 198 24,9
365] Greater than 1% of mass 198 2.4
4411 0 - 100% of mass 443 87.0
4421 40 - 110% of mass 198 72.2
4437 15 - 24% of mass 442 19.1 (2)
(1)-Value is % mass 69 (2)-Value is % mass 442
THIS TUNE APPLIES TO THE FOLLOWING SAMPLES, MS, MSD, BLANKS, AND STANDARDS:
EPA SAMPLE NO. LAB LAB DATE TIME
SAMPLE ID FILE ID ANALYZED ANALYZED
1| BNA STD 030 PPM STD £E1101303 11/01/13 10:04
2| MAKO022C 006557-15 E1101305 11/01/13 11:28
3] MAKO24cC 006557-16 E1101306 11/01/13 12:10
41 MAKO025C 00655717 E1101307 11/01/13 12:53
5] MAKO026C 006557-18 E1101308 11/01/13 13:37
6| MAKO027C 006557~19 E1101309 11/01/13 14;21
71 MAK029C 006558-01 E1101310 11/01/13 15:05
81 MAKO030C 006558-02 E1101311 11/01/13 15:49
91 MAKO30CMS 006558-02MS E1101312 11/01/13 16:34
10| MAKO30CMSD 006558~-02MD E1101313 11/01/13 17:18
11| MAKO31C 006558-03 E1101314 11/01/13 18:02
12| MAKQ028C 006558-04 E1101315 11/01/13 18:45
13
14
15
16
17
18
19
20
21
22
page 1 of 1 FORM V SV 3/90
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DFTPP

. Pata Path : C:\MSDCHEM\1\DATA\110113\ ‘
Data File : E1101302.D ‘ e 5;

Acq On . 1 Nov 2013  9:38 S i
Operator : DOUG . o i
Sample : 50 NG DFTPP 16093 ) L
Misc : AG-5 8270 T
ALS Vial : 1 Sample Multiplier: 1

Integration File: FRED.P

Method : C:\MSDCHEM\1\METHODS\8270TUNPULSE .M
"Title : 8270 TUNE METHOD
Last Update : Wed Aug 28 11:55:28 2013
’Abundance TIC: E1101302.D
2000000
1000000
O T /I\; T T | i T T T ' 1) T T T ] T T T T ]’ T T T T ] T T T T 1 T T T T l T T T T
Time--> 10.50 11.00 11.50 12,00 12,50 13.00 13.50 14.00
Ab : Average of 12.488 to 12.494 min.: E1101302.D (-)
‘RS 108
442
200000
77 127 295
100000 51
ol 3 24 2 323 345 365 383 403 4B |
miz--> 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 |

AutoFind: Scans 1200, 1201, 1202; Background Corrected wi;h Scan 1189ﬂi

Target Rel. to Lower Upper Rel. Raw ' Result [

Mass Mass Limit% | Limit% Abn% Abn . Pass/Fail |,

51 198 30 80 32.0 91742 |. PASS '

68 69 0.00 2 0.0 0 PASS '
69 198 0.01 100 33.4 95742 PASS
70 69 0.00 2 0.3 326 PASS
127 198 25 75 46.7 133777 PASS
197 198 0.00 1 0.0 0 PASS
198 198 100 100 100.0 286698 PASS
199 198 . 5 9 6.8 19600 PASS
275 198 10 30 24.9 71269 PASS

365 198 0.75 100 2.4 6803 | PASS -

441 443 0.01 100 87.0 34373 |; . PASS
442 198 40 110 72,2 206976 PASS
443 442 15 24 19.1 39488 PASS

e i

T

8270TUNPULSE.M Fri Nov 01 09:55:52 2013 . Page: 1 iﬁ
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Average of 12.488 to 12.494 min.:

50 NG DFTPP 16093
Modified:subtracted
m/z

37.
.00

38

39.
40,
45,
47,
47.
50,
51,
.05
.05
Average of 12.488 to 12.494 min.:

52
53

05

05
00
00
00
95
05
05

abund.
397
1056
6162
13

74

59

95
25248
91742
5032
117

50 NG DFTPP 16093
Modified:subtracted
m/z

98,
99.
100.
.90
.10

101
102

103.
104,
105.
107.
108,
110.
Average of 12.488 to

95
95
95

00
05
00
00
05
00

abund.
8550
692
4738
133
152
1703
3315
2917
38507
6515
71830

50 NG DFTPP 16093
Modified:subtracted
m/ z

145.
145,
147,
148,
149.
149,
151.
151,
151.
.00
.00

153
154

00
S5
00
00
00
S5
00
20
90

abund.
360
1341
3226
7959
1380
598
584
187
531
2004
1567

50 NG DFTPP 16093
Modified:subtracted
m/z

188,
189,
.95
.95
.00
.95
.00

189
190
192
192
194

194.
196.
198.
199.

ARDL Inc

10
00

90
00
00
00

abund.
1201
2360

597

1271
3427
3685
840
114
9118
286698
19600

m/z

56.
.10

57

58.
61.
62.
.05

63

64.
65.
66.
69,
70.

10

00
00
10

10
05
00
00
00

m/z

111.
112.
113,
.80

113

114.
116,
117.
118.
119.
120.
- 121,
12.494 min.:

00
00
00

90
10
00
00
00
00
00

m/z

155.
156.
157.
.00
.95

158
158

160.
160.
.00
.00

162
163

164,
164,
Average of 12.488 to 12.494 min.:

05
05
05

00
95

00
95

m/z

200.
.50

201

202,
.00

204

205,
206.
207.
.00
.90
.00

208
208
210

211.

00
95
10

00
00

00

E1101302.D

abund. m/z
2456 72.30
5305 73.00

323 74.05
1028 75.05
1698 77.05
3976 . 78.10

680 79.05
1868 80.00

85 81.00
95742 82.00

326 83.10
E1101302.D

abund. m/z

10392 122,00
1119 123.00
505 124.00
60 125.00

156 127.05

1001 128,05
29512 129.00
2080 129.95
200 130.95
413 132.05
43 132.95
E1101302.D

abund. m/z
3838 166.10
5545 166.95
1272 167.95
1204 169.00

885 170.05
2130 170.95
2951 172.00
1013 173.00

187 174,05

385 175.05
2312 175.95
E1101302.D

abund. m/z
1549 211.90
1669 212.90
2030 214.00

10534 215.00
18794 217.00
76482 218.00
9903 218.90
2212 219.20

587 221.00

833 223.05
3027 224 .00

abund.
75

454
11557
16358
131539
9328
7520
5849
8566
2269
1577

abund.
2548
3816
1713
1676
133777
11045
49514
4016
699
322
123

abund.
2569
13736
6889
1150
602
437
1327
1596
3199
5305
1699

abund.
542
128
66
702
19069
2611
290
121
13605
4721
40754

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

m/z

85.

86 .

87.
88-.
89,
91.
924,
93,
94.
96.
98.

00
00
00
00
00

05 -

05
00

05‘
05 v
00

m/z

133
135,
135.
137.
137.
138,
140.
140.
141.

1437,
.00
.

(P
[

144

o

.95

00
95
00
S5
90
00
95

95 -

00

n/z

176.
177.
178
180.
180.
182,
182,
184,
185,

T 186,

187.

95"
.95
05

95
05
85
05
00
00

00

Y

m/z:

225.
226.
2277,
227.
229.
229.
231.
231.
232
233,
235,

00
10
00
95
00
85
00
85

.95

95
00

abund.
1187
2472
932
487
236
1344
2487
130L3
1077
319
10733

L

abund..
1363
4160
1825
2196
402
339
89%
6138
2231
1571
47%
et
3
3
abund;
2534
303
8846
6875
3347
436
257
666
5768
38646
11184
P
i
V4

{a AT

',

‘abund?

10888
588
15679
2128
3217
362
1560
223
276
870
1468
Fa

4
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Average of 12.488 to 12.494 min.:

50 NG DFTPP 16093
Modified:subtracted
m/z

235.
237,
237.
238.
238.
240.
240.
.00
.05

242
243

244.

245

95
00
85
20
90
05
95

00
00

abund.
897
1149
175
61l
663
555
777
2287
1982
32269
4475

50 NG DFTPP 16093
Modified:subtracted
m/z

281,
.15

282

282.
.00

284

285,
285.
287.
288,
288.
289,
289.
Average of 12.488 to 12.494 min.:

90

95

00
90
30
00
80
00
95

abund.
49
130
744
454
934
217
31
81
129
83
299

50 NG DFTPP 16093
Modified:subtracted
m/z

329.
331.
.95
.00
.95
.90

332
334
334
335

339.
.00

340

341.
341.

341

00
90

10

00
80
95

abund.
94
557
557
3466
962
139
42
29
636
44
160

50 NG DFTPP 16093

Modified:subtracted

m/z

390

391.

392

396.
.95

400

401.
.00
.95

403
403

404.
409,
.50

412

ARDL Inc

.95
95:
.80

00

95

80
80

abund.
381
232
32
32
198
994
1461
540
29
68
31

m/z

246,
.95
.00
.95

246
248
248

250.
250.
251.
252,
.40

252

253.
. 255.
Average of 12.488 to 12.494 min.:

00

00
95
80
10

05
00

m/z

290.
291.
292.
294,
296.
296.
297.
298.
300.
301.
301.

90
95
95
00
00
95
90
70
90
10
80

m/z

344.
345.
.80

346

347.
349.
349,
351.
.00

352

352,
.00

354

. 354.
Average of 12.488 to 12.494 min.:

80
90

00
50
90
00
95

95

m/ z

414,
415,
418.
.70

419

421,
.00
.00
.95

422
423
423

424,
427.
.40

428

75
80
20

00

95
60

E1101302.D

abund. m/ z
5848 256.00
1132 257.05

315 258.00
1294 258.95
277 260.00
424 260.90
164 262.90

12 263.20
167 265,00
827 266.90

152533 268,75
E1101302.D

abund. m/ z

170 303.00
174 304.00
1182 304.90
426 307.90
16258 308.90
2366 309.95
215 310.90
35 312.80
65 312.95
198 314.05
313 314.95
E1101302.D
abund. m/ z
27 356.70
1116 358.75
44 359.10
165 360.90
31 361.60
29 362.00
68 362.70
1830 363.10
1305 363.45
1869 364.95
326 365.95
E1101302.D
abund. m/ z
118 429,10
26 429.40
34 430.30
63 431.35
1545 431.70
1496 432,10
10430 432.90
2162 433,30
233 433,60
33 433,90
39 434,15

abund.
24112
2072
8216
1312
211
244

81

65
3266

95

abund.
1953
660
80
337
188
242
30
777
158
747
1866

abund.
31
87
61
34
31
34
37
56
63
6803
1197

abund.
87
56
36
120
40
90
48
132
36
34
94

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

321,
322.
323,
323,
324,
325,
326,
326.
327.

m/z‘

366.
369,
370,
37 2/ v
372,
373.
37%.
.90

382

383.
.95

384

389.

20
95
95
00

95

85
05

85

95

m/z

434.
435.
435.
436.
438,
436..80
'10

4371
75

437,
438,
439,40
441,

95
30
80

50

85

00

160
74
8y
92

60
109
344
285
134

34348

4

}g
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Average of 12.488 to 12.494 min.: E1101302.D

50 NG DFTPP 16093
Modified:subtracted

m/z . abund. m/z abund. m/ z abund. = m/z
442,00 206976 y
443.00 39488
443,95 3353 ~ )
444 .85 216 .

Wit
S
AN
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- Data Path
Data File
Acg On
Operator
Sample
Misc
ALS Vial

Quant Time:

Quant Method

Quant Tit
QLast Upd

le
ate

Response via

Quantitation Report (Qedit)

C:\MSDCHEM\ 1\DATA\110113\

E1101302.D

1l Nov 2013 9:38
DOUG :
50 NG DFTPP 16093
AG-5 8270

1

1 Sample Multiplier:

Nov 01 09:56:40 2013
C: \MSDCHEM\ 1 \METHODS\ 82 70TUNPULSE . M
8270 TUNE METHOD
Wed Aug 28 11:55:28 2013
Initial Calibration

8270TUNPULSE.M Fri Nov 01 09:56:59 2013

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

[Abundance lon 266.00 (265.70 to 266.70): E1101302.D
lon 264.00 (263.70 to 264.70): E1101302.D _
lon 268.00 (267.70 to 268.70): E1101302.D i
200000 T
12 PBailing = 1.80 N
150000 | . .
100000 I i
l
50000 |
L s
0 ' '
: T T T T L | T T T T T T T T T T T T T T T T T L] T T ¥ T T T T T T T T T T ] T T T T —’_‘ T 7T lii T
Time--> 1120 1140 1160 1180 1200 1220 1240 1260 1280 1300 1320  13.40
Abundance ' ) ‘
150000 266
100000 165 .
95 e
202 i
50000 . 130 230 |
60 o s
36 47 71 83 107 110 y [ : vf;
| J 253 281 356
O"V—TJ'J""' u ‘d'u I‘ T | L T_l_lfl T I 1T T I LA I B | [ T 4':
m/z--> 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340  360.|;
TIC: E1101302.D
(1) Pentachlorophenol (TMC)
12.230min (-0.020) 20.97ug/L
response 223517 |
lon Exp% Act% 3
26600 100 100 o
26400 63.80 6467 1
26800 6380 64.46
000 000 000
1
o Page: 1 ?M
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Quantitation Report (Qedit)

. Data Path : C:\MSDCHEM\1\DATA\110113\
Data File : E1101302.D

Acg On : 1 Nov 2013 9:38
Operator : DOUG

Sample : 50 NG DFTPP 16093

Misc : AG-5 8270

ALS Vial = 1 Sample Multiplier: 1

Quant Time: Nov 01 09:56:40 2013
Quant Method : C:\MSDCHEM\1\METHODS\8270TUNPULSE.M

Quant Title : 8270 TUNE METHOD : !
QLast Update : Wed Aug 28 11:55:28 2013 - el
Response via : Initial Calibration

-
i
L
3 -
A
0
N
S,
-
1.
.’_ ‘
5

[Abundance lon 184.20 (183.90 to 184.90): E1101302.D
lon 92.10 (91.80 to 92.80): E1101302.D . 1
1500000 lon 156.10 (155.80 to 156.80): E1101302.D SRR o
13.pRailing = 1.10
1000000 ‘
!
500000

0 LN S N s (e s B R e B S B e et L I M et A WA B B St Mt B S

DR T ™
Time--> 12,40 12.60 12.80 » 13.00 13.20 13.40 13.60 13.80 14.00 14.20 14.40 14.60 14.80 :
Abundance | - ;.

LN R H SRS EUC N R S B B Ly B

184 K e
1000000 o K
800000
600000 B
400000
200000 = 7 92 7 130 156 467 ll
ol 38 5 8 [, 102 17 130139, i A78 193 207 optz29 o5t 2es 281
|II]IIIIIIIIIT]||||I'II L} Illlll[l[ Ll T 777 TrrrpiveTprris illl[l L T TTTT TTTT TrTT LR Trrr TrIrT T TrrT TTTY V.“‘
mfz--> 30 40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290’

TIC: E1101302.D

(3) Benzidine (T) :
13.584min (:0.016) 34.83ugll. i
response 1795939
lon Exp% Act%
18420 100 100
9210 1370 11.10 ' il
15610 860 7.30 ‘
000 000 000

P [

8270TUNPULSE.M Fri Nov 01 09:57:19 2013 .- .Page: 1
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;» Data Path
' Data File
Acg On
Operator
Sample

Misc
ALS Vvial

Quant Time:

Quant Method

Quant Title
QLast Update
Response via

Quantitation Report (Qedit)

C:\MSDCHEM\ 1\DATA\ 110113\

E1101302.D

1 Nov 2013 9:38
DOUG

50 NG DFTPP 16093
AG-5 8270

1 Sample Multiplier: 1

Nov 01 09:56:40 2013
C:\MSDCHEM\ 1 \METHODS\ 8270TUNPULSE .M
8270 TUNE METHOD
Wed Aug 28 11:55:28 2013
Initial Calibration

f\bundance lon 235,00 (234.70 to 235,70): E1101302.D
lon 237.00 (236,70 to 237.70): E1101302.D
lon 165,10 (164.80 to 165.80): E1101302.D
600000
I
400000 !
l
200000 |
Degradation = 4.85% !
0 1;1.\23
' T Ll T T l UL T T T T T T T T 1 T T T T T T T T T T T T T T T T T T T I T T T T T T T T T T v T
Time--> 13.40 13.60 13.80 14.00 14.20 14.40 14.60 14.80 15.00 16.20 15.40 15.60 16.80 |
IAbundance ‘
500000 235
400000
300000 165
200000
100000
88 99 136 246
0 e 150 |, 27 282 319 3u 354
- !ll!l‘l!ll‘ll)l'llllIllTllll!‘ll
mfz--> 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360
TIC: E1101302.D
(4) DDT
14.594min (-0.026) 29.67ug/L
response 770152
fon Exp% Act%
235.00 100 100
237.00 6480 64.34
165.10  59.00 5558
0.00 0.00 0.00
T
8270TUNPULSE.M Fri Nov 01 09:57:43 2013 ; Page: 1
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Quantitation Report

Data Path C:\MSDCHEM\ 1\DATA\110113\
Data File E1101303.D :

Acqg On 1 Nov 2013 10:04
Operator DOUG

Sample 30 PPM STD 16099

Misc : AG-5 8270

ALS Vvial = 2 Sample Multiplier: 1

Quant Time:

Nov 01 10:37:57 2013

Quant Method
Quant Title

QLast Update
Regponge via

8270 BNA Calibration

Wed Oct 30 16:31:12 2013

Initial Calibration

(Not Reviewed)

C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HW.M

Response Conc Units Dev(Miﬁ)

2105566
7872779
4579432
7901977
9217084
7158246

2752784

Recovery

5082734

Recovery
29,

6179703

Recovery

5273492
5123681
8635784
8843228
6327149
11057814

30.

28.

28.
28.
29.
29.
31.
32.

Internal Standards R.T. QIon
1) 1,4-Dichlorobenzene-d4 7.45 152
2) Naphthalene-ds8 9.42 136
4) Acenaphthene-dlo0 12.34 164
8) Phenanthrene-dl0 14.91 188

10) Chrysene-dl2 20.59 240
15) Perylene-dl2 25.49 264

System Monitoring Compounds
3) Nitrobenzene-ds 8.28 82
Spiked Amount 50.000
5) 2-Fluorobiphenyl 11.19 172
Spiked Amount 50.000

12) Terphenyl-dl4 17.73 244
Spiked Amount 50.000

Target Compounds
6) Dimethylphthalate 11.87 163
7) Diethylphthalate 13.09 149
9) Di-n-butylphthalate 15.94 149

11) Pyrene 17.44 202
13) bis(2-Ethylhexyl)phthalate 20.81 149
14) Di-n-octylphthalate 23.60 149
(#) qualifier out of range (m) =

E8270316HW.M Fri Nov 01 10:37:57 2013

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

manual integration

(+)

1
e o,
oo L
ST S
R . s

Pége:

00 ug/L 0.,00
.00 ‘ug/L 0.00
100 ug/L - 0.00
.00 ug/L  0.00
.00 ug/L  0.00
91 ug/L 0.00
-~  61.82%
93 ug/L 0.00
- 57.86% .
33 ug/L 0.00
= 58.66% in)
.. Qvalué!
84 ug/L Do
89 ug/L 99
85 'ug/L 98
55 ug/L 8L
65.ug/L 99
50 ug/L 100
00
signals summed

Al
Y

00
Ny

pRsjel
LB
R
N
e
100
1
o
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=Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\1\DATA\110113\
Data File : E1101303.D

Acg On : 1 Nov 2013 10:04
Operatoxr : DOUG

Sample : 30 PPM S8TD 160989
Misc : AG-5 8270

ALS Vial : 2 Sample Multiplier: 1

Quant Time: Nov 01 10:37:57 2013

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HW.M
Quant Title : 8270 BNA Calibration

QLast Update : Wed Oct 30 16:31:12 2013

Response via : Initial Calibration

Abundance TIC: E1101303.D
1800000 g
b -
— 5 S
3 £ 5
1600000 _ g 2 % 5
< = = a £
3 = 2 < E =
g g £ 5§ = g0,
1400000 g = 8 £ 8 £3
£ 2 < o3
g & = = z _
% 2 51 £ z g g S
1200000 2 = = 3 K b %
R 68 s 5
1000000 2 IR = £ &
3 a [ o
o 2 =
s s 8
"800000 5 E =
600000
400000 '
200000f ho: [T I ] | IR
o *;“xw;:,[; dulk UL ft ,.tluwyﬁww«HQH.......”M.H H.L“.w[ﬁ[”m...L4ﬁLﬁT:w.”fT&i“”{;,wiubé
Time-> - 4.00 500 6.00 7.00 8.00 9.00 10.00 11.00.2.00 13.00 14.00 15.00 16.00 17.00 18.00 19.00 20.00 21.00 22.00 23.00 24.00 25,00 26.00 27.00 28,00 2900 30.00 31.00

E8270316HW.M Fri Nov 01 10:37:58 2013 Page: 2

Lo

~or

SR

{}
!}

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

Page 236 of 283




Continuing Calibration Report AG5

Method Path : C:\MSDCHEM\1\CALFILES
Method File : E8270316HW.M

\8270CALS\

e

.000
.480

.535
.492

==

PO OoR

wWwwo
~wono

o
O

# 109

106

106
105
105

106
106

104
~ 105

T 4103

108

100

Title : 8270 BNA Calibration
Last Update : Fri Nov 01 10:38:34 2013
Regponse Via : Initial Calibration
CC Data File: E1101303.D
Min. RRF : 0.000 Min. Rel. Area : 50%
Max. RRF Dev : 20% Max. Rel. Area : 200%
Compound AvgRF
1 I 1,4-Dichlorocbenzene~d4 1.000
2 I Naphthalene-d8 1.000
3 8 Nitrobenzene-d5 0.452
4 I Acenaphthene-d10 1.000
5 8 2-Fluorobiphenyl 1.535
6 T Dimethylphthalate 1.597
7 T Diethylphthalate 1.549
8 I Phenanthrene-dl10 1.000
9 T Di-n-butylphthalate 1.462
10 I Chrysene-dl2 1.000
11 T™M Pyrene 1.299
12 8 Terphenyl-dl4 0.914
13 T big (2-Ethylhexyl)phthalate 0.867
14 TC Di-n-octylphthalate 1.477
15 I Perylene-dl2 1.000
(#) = Out of Range SPCC’'g out

E8270316HW.M Fri Nov 01 10:38:36 2013

0

ARDL Inc : Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

Page: 1
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R Notebook No. _3 3“8 51
PROJECT \ l, / I}@“B 8 9:’7 O Continued from Page
. v v

v

Injection Log
— Directory: C:\MSDCHEM\1\DATA\110113

— Line Vial FileName Muiltiplier SampleName . Misc Info .
T 1 1 E1101301d 1, 50 NG DFTPP 16093 AG-5 8270 E
L 2 1 E1101302d 1. 50 NG DFTPP 16093 Pacs AG-5 8270 -
3* 2  E1101303d 1. 30 PPM STD 16099 Pecs AG-5 8270 i
— 4 3 E1101304.d 1. 006558-02B1 ' AG-5 8270 B10111
L 5 4 E1101305d 0. 006557-15 . AG-5 8270 B10111 .
6 5 E1101306.d O, 006557-16 ' AG-5 8270 B10111 |
— 7. 6 E1101307d 0. 006557-17 AG-5 8270 B10111
L 8 7 E1101308d 0. 006557-18 ‘ AG-5 8270 B10111 , a
9 8 E1101309.d 0. 006557-19 AG-5 8270 B10111 -
— 10 9 E1101310d 0. 006558-01 AG-5 8270 B10111 *, ]
— 11 10 E1101311.d 0. 006558-02 AG-5 8270 B10111 ° 7
s 12 11 E1101312d 0. 006558-02MS AG-5 8270 B10111 ~
13 12 E1101313.d 0. 006558-02MSD AG-5 8270 B10111 . 1
e 14 13 E1101314d 0. 006558-03 . AG-5 8270 B10111 . N
o 15 14 E1101315d 0. 006558-04 AG-5 8270 B10111 |
16 15 E1101316.d 0. 006558-05 @%g ' AG-5 8270 B10111 -
o VI HH Lo
i ' N k g
//

/ Continued on Page

4= N S
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ARDIL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 11/04/2013
| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270)
| Project No.: Analytical Method: 8270C
| NELAC Certified - IL100308 Prep Method: 3550A |
l I
| Field ID: MAK022C ARDL Lab No.: 006557-15 |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1101305 |
| Sample Date: 09/16/2013 Received Date: 10/23/2013 |
| sample Time: 1150 Prep. Date: 10/29/2013 |
| Matrix: TISSUE Mnalysis Date: 11/01/2013 |
| Amount Used: S g Instrument ID:  AGS
| Final Volume: 1 mL QC Batch: B6635 |
| % Moisture: No Moisture Present Level: LOW |
| |
| Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor |
I |
| Dimethylphthalate 200 1000 ND UG/KG 1 [
| Diethylphthalate 200 1000 ND UG/KG 1 |
| Di-n-butylphthalate 200 1000 ND UG/KG 1 ]
| Pyrene 200 1000 ND UG/KG 1
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
| Di-n-octylphthalate 200 1000 ND UG/KG 1
l |
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-ds 30-130 66% |
| 2-Fluorobiphenyl 30-130 73% |
| Terphenyl-d14 30-130 71% |
|

Surrogate recoveries marked with '*' indicates they are outside standard limits.

Sample 006557-15, BNA'S (METHOD 8270) Page 1 of 1
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Data Path
Data File
Acg On
Operator
Sample
Misc

ALS Vial

Quant Time:

Quant Method
Quant Title

QLast Update
Response via

Quantitation Report (QT Reviewed)

C:\MSDCHEM\ 1\DATA\110113\

E1101305.D
1 Nov 2013

DOUG

006557-15

AG-5 8270 B10111

4 Sample Multiplier: 1

11:28

Nov 04 09:51:44 2013
C: \MSDCHEM\ 1\CALFILES\8270CALS\E8270316HT.M
8270 BNA Calibration
Thu Oct 31 15:00:02 2013
Initial Calibration

Conc Units Dev(Min)

Internal Standards R.T. QIon Resgponse
1) 1,4-Dichlorobenzene-d4 7.45 152 2215345  8000.00 ug/Kg 0.0
° 2) Naphthalene-ds 9.41 136 8167249 8000.00 ug/Kg d;o
’ 4) Acenaphthene-dlo0 12.33 164 4873143 8000.00 ug/Kg 620
° 8) Phenanthrene-dlo0 14.90 188 8549723 8000.00 ug/Kg d;O
° 10} Chrysene-dil2 20.57 240 10287178 SOOO?Odlug/Kg —d;O
. 15) Perylene-dl2 25.50 264 10908806 8000.00 ug/Kg OwO
0
System Monitoring Compounds
3) Nitrobenzene-ds 8.28 82 1523201 3297.63 ug/Kg 0.0
’ Spiked Amount 5000.000 Recovery = 65.95% )
5) 2-Fluorobiphenyl 11.19 172 3423289 3661.47 ug/Kg QEQ
° Spiked Amount  5000.000 Recovery =  73.23% i?d
12) Terphenyl-dl4 17.73 244 4178047  3553.62 ug/Kg 0.0
° Spiked Amount  5000.000 Recovery =  71.07% 5fw
Target Compounds (- Qvaldéﬂ
"""""""""""""""""""""""""""""""""""""""""""""""""""""""""" L
(#) = qualifier out of range (m) = manual integration (+) = signals summeq

E8270316HT.M Mon Nov 04 09:51:49 2013

ARDL Inc

! . Ao nd

- ‘i'xi% )
Page: 1 =~~~
/ P
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Data Path :
Data File
Acg On
Operator
Sample
Misc :
ALS Vial :

Quant Time:

P ~Quantitation Report

C:\MSDCHEM\ 1\DATA\110113\
E1101305.D
1 Nov 2013 11:28
DOUG
006557-15
AG-5 8270 B1011ll
4 Sample Multiplier: 1

Nov 04 05:51:44 2013

(QT Reviewed)

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M

Quant Title
QLast Update
Responge via

: 8270 BNA Calibration

Thu Oct 31 15:00:02 2013

Initial Calibration

IAbundance TIC: E1101305.D
=
o
1600000 & 5 -
b = b ® _
2 s 2 o o
1400000 3 = £ £ g
_g = = <
<} P J'l ;g
§_ < a 5
.g o
5
1200000 . I =
- 3
%) 2 2
) < 2
= = Pad
1000000 2 2 5
[eN f =
3 g
8 5
2 =
800000 &
2
g
600000 g
N
2
<3
£
400000
200000
0 _ka L ;.r A 4 " _ L JJ'L\‘
. I[lllll!!llllllr[(lill VKI}llll ‘lll‘(1(]!IIK;‘&I&0{)4]Y!IKI{{]} 11!‘1"V‘I_FITrjlll‘lTvllII1|‘|‘|’!F“11|]T"([Kb)llllll!lh!l!(l!l
Time—>

T
400 500 600 700 800 9.00 10.00 11.00 12.00 13.00 14.00 15.00 16.00 17.00 18.00 19.00 20.00 21.00 22.00 23.00 24.00 25.00 26.00 27.00 28.00 29.00 30.00 31 OO

E8270316HT.M Mon Nov 04 09:51:50 2013

ARDL Inc

Page: 2
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|
|
|
I
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|
|
l
|
|
l
I
|
l
|

ARDIL, INC.
400 Aviation Drive; P.0O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 11/04/2013
Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) |
Project No.: Analytical Method: 8270C
NELAC Certified - IL100308 Prep Method: 3550A
|
Field ID: MAK(024C ARDL Lab No.: 006557-16 |
Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1101306 |
Sample Date: 09/22/2013 Received Date: 10/23/2013 |
Sample Time: 0830 Prep. Date: 10/29/2013
Matrix: TISSUE Analysis Date: 11/01/2013
Amount Used: 5 g Instrument ID:  AGS5 |
Final Volume: 1 mL QC Batch: B6635 |
% Moisture: No Moisture Present Level: LOW |
|
Method Reporting Data Dilution |
Parameter Limit Limit Result Flag Units Factor |
|
Dimethylphthalate 200 1000 ND UG/KG 1
Diethylphthalate 200 1000 ND UG/KG 1
Di-n-butylphthalate 200 1000 ND UG/KG 1
Pyrene 200 1000 ND UG/KG 1
bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
Di-n-octylphthalate 200 1000 ND UG/KG 1
|
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-ds 30-130 73%
| 2-Fluorobiphenyl 30-130 82%
| Terphenyl-d14 30-130 78% |
I

|

Surrogate recoveries marked with '#' indicates they are outside stand

Sample 006557-16, BNA'S (METHOD 8270)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

ard limits.

Page 1 of 1
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Quantitation Report

Data Path : C:\MSDCHEM\1\DATA\110113\
Data File : E1101306.D

Acg On : 1 Nov 2013 12:10
Operator : DOUG

Sample : 006557-16

Misc : AG-5 8270 B10111

ALS Vial : 5 Sample Multiplier: 1

Quant Time: Nov 04 09:52:51 2013
C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M

Quant Method
Quant Title

QLast Update
Response via

8270 BNA Calibration
Thu Oct 31 15:00:02 2013
Initial Calibration

(QT Reviewed)

Conc Urits Dev(Mih)

Internal Standards R.T. QIon Response |
1) 1,4-Dichlorobenzene-da 7.45 152 2261524  8000.00 ug/Kg 0.0
’ 2) Naphthalene-ds8 9.42 136 8360009 8000.00 ug/Kg 070
° 4) Acenaphthene-dlo0 12.33 164 4927916 8000.00 ug/Kg O.Q
° 8) Phenanthrene-di10 14.90 188 8614217 8000.00 ug/Kg 0.0
’ 10) Chrysene-dl12 20.57 240 10324411 8000.00 ug/Kg 0.0
»2 15) Perylene-dl2 25.49 264 10862029 8000.00 ug/Kg 0.0

0 ;
System Monitoring Compounds L
3) Nitrobenzene-dbs 8.28 82 1723364 3644.94 ug/Kg QQQ
’ Spiked Amount 5000.000 Recovery =Utﬁ72.90% AN
5) 2-Fluorobiphenyl 11.19 172 3865351 4088.33 ug/Kg QEQ
’ Spiked Amount 5000.000 Recovery = 81.77% %Mb
12) Terphenyl-dil4 17.73 244 4622760 3917.69 ug/Kg 0.0
° Spiked Amount 5000.000 Recovery = 78.35% {
Target Compounds Qvalued
(#) = qualifier out of range (m) = manual integration (+) = signals sumTeﬁ
S

"y IS

‘ I
A
1w

E8270316HT.M Mon Nov 04 09:52:58 2013 Page: 1

“ARDL Inc
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Quantitation Report (OT Reviewed)

Data Path : C:\MSDCHEM\1\DATA\110113\
Data File : E1101306.D

Acg On : 1 Nov 2013 12:10
Operator : DOUG

Sample : 006557-16

Misc : AG-5 8270 B1011l1

ALS Vial = 5 Sample Multiplier: 1

Quant Time: Nov 04 09:52:51 2013

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M
Quant Title : 8270 BNA Calibration

QLast Update : Thu Oct 31 15:00:02 2013

Response via : Initial Calibration

\IAbundance TIC: E1101306.D
g _
1600000 - 2 g 3
~ = . ho]
3 £ 2 A
< g g 5
1400000 2 1 > 2
g < E:‘f E
2 g
1200000 = o o S
= = 3
5 2 5
= = e
pe) [} [
1000000 g 5 5
2 i
~
800000
w\
B
$
600000 &
g
=4
§
400000
200000 ' . o - : B o :
0 <»|I|||x11|||xl‘f\"[ l}l‘[iVi“l!llIIl“!4“1IIII[[!‘4]((l"l!&[.vlll‘41] L I L L L 0 L I
Time=> 400 500 600 7.00 800 9.00 1000 14.00 12.00 13.00 14.00 15.00 16,00 17.00 18.00 19.00 20.00 21100 22,00 23,00 24.00 25.00 26,00 27,00 28,00 29.00 30.00-31/00

bPage: 2

- - R L

E8270316HT.M Mon Nov 04 09:52:59 2013

5 B . : R ‘ .o . P B - ~
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INC.
P.O. Box 1566
62864

ARDL,
400 Aviation Drive;
Mt. Vernon, Illinois

Lab Report No: 006557 Report Date:

11/04/2013

Project Name: MAKAU MILITARY RES O Analysis: BNA'S

(METHOD 8270)

|
I Project No.: Analytical Method: 8270C
| NELAC Certified - IL100308 Prep Method: 3550A
!
} Field ID: MAK025C ARDL Lab No.: 006557-17 |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1101307
| Ssample Date:  09/22/2013 Received Date:  10/23/2013 |
| sample Time: 0906 Prep. Date: 10/29/2013 |
| Matrix: TISSUE Analysis Date:  11/01/2013
| Amount Used: 5 g Instrument ID:  AGS5 |
| Final Volume: 1 mL QC Batch: B6635 |
| % Moisture: No Moisture Present Level: LOW |
| l
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor |
| l
| Dimethylphthalate 200 1000 ND UG/KG 1
| Diethylphthalate 200 1000 ND UG/KG 1
| Di-n-butylphthalate 200 1000 ND UG/KG 1
| Pyrene 200 1000 ND UG/KG 1
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
| Di-n-octylphthalate 200 1000 ND UG/KG 1 |
| |
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-ds 30-130 72%
| 2-Fluorobiphenyl 30-130 83% |
| Terphenyl-d14 30-130 82% |
|

Surrogate recoveries marked with '*°

Sample 006557-17, BNA'S (METHOD 8270)

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

indicates they are outside standard limits.

Page 1 of 1
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Quantitation Report

- Data Path C:\MSDCHEM\ 1\DATA\110113\
Data File E1101307.D

Acg On 1 Nov 2013 12:53
Operator DOUG

Sample 006557-17

Misc : AG-5 8270 B1011l1

ALS Vial : 6 Sample Multiplier: 1

Quant Time: Nov 04 11:03:15 2013
Quant Method
Quant Title

QlLast Update

Response via

8270 BNA Calibration
Thu Oct 31 15:00:02 2013
Initial Calibration

(QT Reviewed)

C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT .M

Conc Units Dev(Min)

Internal Standards R.T. QIon Response
1) 1,4-Dichlorobenzene-d4 7.45 152 2006843  8000.00 ug/Kg 0.0
’ 2) Naphthalene-ds 9.41 136 7433749 8000.00 ug/Kg 0.0
’ 4) Acenaphthene-d10 12.33 164 4343119  8000.00 ug/Kg @;o
° 8) Phenanthrene-dlo0 14.90 188 7658415 8000.00 ug/Kg dio
’ 10) Chrysene-dl2 20.56 240 9052095 8000.00 ug/Kg —O?O
Z 15) Perylene-di12 25.49 264 9524138  8000,00 ug/Kg q;o
System Monitoring Compounds iﬂ
3) Nitrobenzene-ds5 8.28 82 1516457 3606.97 ug/Kg 0.0
’ Spiked Amount 5000.000 Recovery = 72.14% 0
5) 2-Fluorobiphenyl 11.18 172 3456862 4148.60 ug/Kg 0:0
’ Spiked Amount 5000.000 Recovery = 82.97% o
12) Terphenyl-dl4 17.73 244 4257280 4115.07 ug/Kg Q;O
° Spiked Amount 5000.000 Recovery = 82.30% ;EU
Target Compounds ‘ Qvaldéﬂ

E8270316HT.M Mon Nov 04 11:03:21 2013

ARDL Inc

manual integration

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

(+) =

‘ Y
signals summed
o T )

Page: 1
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Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\1\DATA\110113\
Data File : E1101307.D

Acg On : 1 Nov 2013 12:53
Operator : DOUG

Sample : 006557-17

Misc : AG-5 8270 B10111

ALS Vial : 6 Sample Multiplier: 1

Quant Time: Nov 04 11:03:15 2013

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M
Quant Title : 8270 BNA Calibration

QLast Update : Thu Oct 31 15:00:02 2013

Response via : Initial Calibration

Abundance TIC: E1101307.D
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400 Aviation Drive;
Mt. Vernon,

Lab Report No: 006557

INC.
P.O. Box 1566
62864

ARDL,

Illinois

Report Date:  11/04/2013

Project Name:

MAKAU MILITARY RES O

Analysis: BNA'S (METHOD 8270)

|
I Project No.: Analytical Method: 8270C
| NELAC Certified - IL100308 Prep Method: 3550A
I |
| Field ID: MAK026C ARDL Lab No.: 006557-18
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1101308
| Sample Date: 09/22/2013 Received Date: 10/23/2013 |
| sample Time: 1018 Prep. Date: 10/29/2013 |
| Matrix: TISSUE Analysis Date: 11/01/2013
| Amount Used: 5 g Instrument ID:  AG5 |
| Final Volume: 1 mL QC Batch: B6635 |
| % Moisture: No Moisture Present Level: LOW |
| |
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor ]
| |
| Dimethylphthalate 200 1000 ND UG/KG 1
| Diethylphthalate 200 1000 ND UG/KG 1
| Di-n-butylphthalate 200 1000 ND UG/KG 1
| Pyrene 200 1000 ND UG/KG 1
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
| Di-n-octylphthalate 200 1000 ND UG/KG 1
l I
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-ds 30-130 59% |
| 2-Fluorobiphenyl 30-130 70% |
| Terphenyl-d14 30-130 69% |
|

|

Surrogate recoveries marked with '*' indicates they are outside standard limits.

Sample 006557-18, BNA'S

ARDL Inc

(METHOD 8270)

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C
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Quantitation Report

‘Nata Path C:\MSDCHEM\1\DATA\110113\
~Data File : E1101308.D

Acg On 1 Nov 2013 13:37
Operator DOUG

Sample 006557-18

Misc : AG-5 8270 B10111

ALS Vial : 7 Sample Multiplier: 1

Quant Time: Nov 04 11:20:11 2013
Quant Method
Quant Title

QLast Update

Response via

8270 BNA Calibration
Thu Oct 31 15:00:02 2013
Initial Calibration

(QT Reviewed)

C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M

Conc Unlts Dev(Mln)

__________________________________________________________________________ i3 -

Response
2187094 8000. OO ug/Kg OQO
8130655  8000.00 ug/Kg ng
4787906 8000.00 ug/Kg 5;0
8398676 8000.00 ug/Kg O;O
10040444 8000.00 ug/Kg -0.0
10600221 8000.00 ug/Kg 0.0
1358209  2953.66 ug/Kg d;o
Recovery =12 .59,07% n5>
3213885 34983§?f93/Kg Q?g
Recovery =" 55.97% {td
3968921 3458.71 ug/Kg OQO
Recovery = 69.17% 5&3
Qvalue

Internal Standards R.T. QIon
1) 1,4-Dichlorobenzene-d4 7.45 152
° 2) Naphthalene-ds8 9.41 136
° 4) Acenaphthene-dlo0 12.34 164
’ 8) Phenanthrene-dlo0 14.90 188
° 10) Chrysene-dl2 20.57 240
’ 15) Perylene-dl2 25.49 264
0
System Monitoring Compounds
3) Nitrobenzene-d5 8.28 82
’ Spiked Amcunt 5000.000
5) 2-Fluorobiphenyl 11.18 172
’ Spiked Amcunt 5000.000
12) Terphenyl-dl4 17.73 244
’ Spiked Amount 5000.000
Target Compounds
(#) = qualifier out of range (m) =

E8270316HT.M Mon Nov 04 11:20:16 2013

ARDL Inc

manual integration

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

(+) =

gignalsg summed

Ju0
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Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\1\DATA\110113\
Data File : E1101308.D

Acg On : 1 Nov 2013 13:37
Operator : DOUG

Sample : 006557-18

Misc : AG-5 8270 B1011l1l

ALS vial = 7 Sample Multiplier: 1

Quant Time: Nov 04 11:20:11 2013

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M
Quant Title : 8270 BNA Calibration

QLast Update : Thu Oct 31 15:00:02 2013

Response via : Initial Calibration

Abundance ) TIC: E1101308.D
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ARDL, INC.
400 Aviation Driwve; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 11/04/2013
Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) |
Project No.: Analytical Method: 8270C |
NELAC Certified - IL100308 . Prep Method: 3550A [
|
Field ID: MAK027C ARDL Lab No.: 006557-19 |
Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1101309 1
Sample Date: 09/22/2013 Received Date: 10/23/2013 |
Sample Time: 1140 Prep. Date: 10/29/2013 1
Matrix: TISSUE Analysis Date: 11/01/2013 |
Amount Used: 5 g Instrument ID:  AGS5 |
Final volume: 1 mL QC Batch: B6635 |
% Moisture: No Moisture Present Level: Low |
|
Method Reporting Data Dilution |
Parameter Limit Limit  Result Flag Units PFactor |
|
Dimethylphthalate 200 1000 ND UG/KG 1
Diethylphthalate 200 1000 ND UG/KG 1
Di-n-butylphthalate 200 1000 ND UG/KG 1 |
Pyrene 200 1000 ND UG/KG 1
bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
Di-n-octylphthalate 200 1000 ND UG/KG 1 |
|
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-d5 30-130 71% [
| 2-Fluorobiphenyl 30-130 80% |
| Terphenyl-d14 30-130 76% |
|

Surrogate recoveries marked with '#' indicates they are outside stand

Sample 006557-19, BNA'S (METHOD 8270)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

ard limits.
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Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\1\DATA\110113\

Data File E1101309.D

Acg On 1 Nov 2013 14:21 v _ :
Operator DOUG : ‘ o
Sample 006557-19 - : o
Misc AG-5 8270 B10111

ALS Vial 8 Sample Multiplier: 1 y
Quant Time: Nov 04 11:21:10 2013

Quant Method C:\MSDCHEM\ 1\CALFILES\8270CALS\E8270316HT.M

Quant Title 8270 BNA Calibration

QLast Update Thu Oct 31 15:00:02 2013

Response via

Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.45 152 2209299 8000.00 ug/Kg 0.0
2) Naphthalene-ds 9.41 136 8188629 8000.00 ug/Kg 0.0
4) Acenaphthene-d10 12.34 164 4833893  8000.00 ug/Kg 0.0
8) Phenanthrene-d10 14.90 188 8605266  8000.00.ug/Kg 5;6
10) Chrysene-dl12 20.57 240 10184851  8000.00 ug/Kg -0,0
2 o
15) Perylene-di12 25.49 264 10684532  8000.00 ug/Kg 0,0
0 e
System Monitoring Compounds
3) Nitrobenzene-d5s 8.28 82 1636102 3532.80 ug/Kg 0.0
Spiked Amount  5000.000 Recovery = ' 70.66% .1')
5) 2-Fluorobiphenyl 11.18 172 3709236  3999.52 ug/Kg 030
‘ « 3.0
Spiked Amount 5000.000 Recovery = 79.99% ,
12) Terphenyl-dl4 17.73 244 4434459  3809.61 ug/Kg 0.0
Spiked Amount 5000.000 Recovery =01 76.19% (
Target Compounds U!‘HU Qvaluel
: 1.0
(#) = qualifier out of range (m) = manual integration (+) = signals summed
N : "-.) . )
U
it 0
e
| T IR QQW
E8270316HT.M Mon Nov 04 11:21:15 2013 Page: 1 -

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

Page 254 l@f283

BN




~Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\1\DATA\110113\
Data File : E1101309.D

Acg On : 1 Nov 2013 14:21
Operator : DOUG

Sample : 006557-19

Misc : AG-5 8270 B10111

ALS Vial =: 8 Sample Multiplier: 1

Quant Time: Nov 04 11:21:10 2013

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M
Quant Title : 8270 BNA Calibration

QLast Update : Thu Oct 31 15:00:02 2013

Response via : Initial Calibration

Abundance i TIC: E1101309.D
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400 Aviation Drive;

Lab Report No: 006558

ARDL, INC.

P.O. Box 1566
62864

Mt. Vernon, Illinois

Report Date: 11/04/2013

Project Name:

MAKAU MILITARY RES O

Analysis: BNA'S (METHOD 8270)

|
{ Project No.: Analytical Method: 8270C
| NELAC Certified - IL100308 Prep Method: 3550A |
l l
| Field ID: MAK029C ARDL Lab No.: 006558-01
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1101310 |
| sample Date: 09/23/2013 Received Date: 10/23/2013
| sample Time: 0820 Prep. Date: 10/29/2013 |
| Matrix: TISSUE Analysis Date:  11/01/2013 |
| Amount Used: 5 g Instrument ID:  AG5
| Final Volume: 1 mL QC Batch: B6635 |
| % Moisture: No Moisture Present Level: LOW
| |
| Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor |
l |
| Dimethylphthalate 200 1000 ND UG/KG 1
| Diethylphthalate 200 1000 ND UG/KG 1
| Di-n-butylphthalate 200 1000 ND UG/KG 1
| Pyrene 200 1000 ND UG/KG 1
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
| Di-n-octylphthalate 200 1000 ND UG/KG 1
| |
| SURROGATE RECOVERIES: Limits Results
|Nitrobenzene-d5 30-130 68% [
| 2-Fluorobiphenyl 30-130 81%
| Terphenyl-di14 30-130 79% |
|

Surrogate recoveries marked with '#*!

Sample 006558-01, BNA'S

ARDL Inc

indicates they are outside stand

(METHOD 8270)

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

ard limits.
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Data Path
Data File
Acg On
Operator
Sample
Misc

ALS Vial

Quantitation Report

C:\MSDCHEM\ 1\DATA\ 110113\

E1101310.D
1 Nov 2013
DOUG
006558-01
AG-5 8270 B10111

15:05

9 Sample Multiplier: 1

(OT Reviewed)

Nov 04 11:23:46 2013
C:\MSDCHEM\ 1\CALFILES\8270CALS\E8270316HT.M
8270 BNA Calibration
Thu Oct 31 15:00:02 2013
Initial Calibration

Quant Time:;
Quant Method
Quant Title
QLast Update
Response via

Internal Standards R.T. QIon Response Conc Units Dev (Min)

1) 1,4-Dichlorobenzene-d4 7.45 152 2186753  8000.00 ug/Kg 0.0

° 2) Naphthalene-ds 9.41 136 8079427 8000.00 ug/Kg 0.0

° 4) Acenaphthene-dilo 12.33 164 4752064 8000.00 ug/Kg 0.0

é 8) Pﬁenanthrene—dlo 14.90 188 8351030 8000.00 ug/Kg 0.0

:) 10) Chrysene-di12 20.57 240 9998368  8000.00 ug/Kg -0.0

. 15) Perylene-di12 25.49 264 10265964  8000.00 ug/Kg 0.0

0

System Monitoring Compounds

3) Nitrobenzene-db 8.28 82 1558434 3410.58 ug/Kg 0.0

° Spiked Amount 5000.000 Recovery = 68.21% )

5) 2-Fluorobiphenyl 11.18 172 3700982 4059.34 ug/Kg 0.0

° Spiked Amount 5000.000 Recovery = . 81.19% ;g

12) Terphenyl-dil4 17.73 244 4488879  3928.29 ug/Kg 0.0

° Spiked Amount 5000.000 Recovery =- 78.57% .0

Target Compounds . Qvaluet

S TTTTTTTTTTTTToTooToomoomooomoomoooomoosoooomoooooooooooeo

(#) = qualifier out of range (m) = manual integration (+) =‘signa%§ summed

, - P : IRV

G

Y0

'E8270316HT.M Mon Nov 04 11:23:52 2013 1Paée: 1 ;
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s Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\1\DATA\110113\
Data File E1101310.D

Acg On 1 Nov 2013 15:05
Operator : DOUG

Sample : 006558-01

Misc : AG-5 8270 Bi0o11l1

ATS Vial = 9 Sample Multiplier: 1

Quant Time: Nov 04 11:23:46 2013
Quant Method : C:\MSDCHEM\ 1\CALFILES\8270CALS\E8270316HT.M

Quant Title : 8270 BNA Calibration
QLast Update : Thu Oct 31 15:00:02 2013
Response via : Initial Calibration
Pbundance TIC: E1101310.D
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006558 Report Date: 11/04/2013
Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) |
Project No.: Analytical Method: 8270C
NELAC Certified - IL100308 Prep Method: 3550A
|
Field ID: MAK030C ARDL Lab No.: 006558-02 |
Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1101311 |
Sample Date: 09/23/2013 Received Date: 10/23/2013 ]
Sample Time: 0833 Prep. Date: 10/29/2013 |
Matrix: TISSUE Analysis Date: 11/01/2013
Amount Used: 5 g Instrument ID:  AG5 |
Final Volume: 1 mL QC Batch: B6635
% Moisture: No Moisture Present Level: LOW
|
Method Reporting Data Dilution |
Parameter Limit Limit Result Flag Units Factor |
l
Dimethylphthalate 200 1000 ND UG/KG 1 }
Diethylphthalate 200 1000 ND UG/KG 1
Di-n-butylphthalate 200 1000 ND UG/KG 1 |
Pyrene 200 1000 ND UG/KG 1 |
bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
Di-n-octylphthalate 200 1000 ND UG/KG 1
I
| SURROGATE RECOVERIES: ' Limits Results |
|Nitrobenzene-d5 30-130 65% |
| 2-Fluorobiphenyl 30-130 75% |
| Terphenyl-di4 30-130 73%
|

|

Surrogate recoveries marked with '*' indicates they are outside stand

Sample 006558-02, BNA'S (METHOD 8270)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

ard limits.
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Quantitation Report (QT Reviewed)

© Data Path : C:\MSDCHEM\1\DATA\110113\
Data File : E1101311.D

Acg On : 1 Nov 2013 15:49

Operator : DOUG

Sample : 006558-02

Misc : AG-5 8270 B101l1l1l ‘
ALS Vvial : 10 Sample Multiplier: 1

Quant Time: Nov 04 11:27:10 2013

Quant Method
Quant Title

QLast Update
Regponge via

C:\MSDCHEM\ 1\CALFILES\8270CALS\E8270316HT.M
8270 BNA Calibration

Thu Oct 31 15:00:02 2013

Initial Calibration

-

Internal Standards R.T. QIon Response Conc Units Dev (Min)
1) 1,4-Dichlorobenzene-d4 7.45 152 1938215  8000.00 ug/Kg 0.0
’ 2) Naphthalene-d8 9.41 136 7254009 8000.00 ug/Kg 0.0
’ 4) Acenaphthene-dl0 12.33 164 4262561 8000.00 ug/Kg 0.0
° 8) Phenanthrene-dl0 14.90 188 7569609 8000.00 ug/Kg ,Q.O
QO 10) Chrysene-dl2 20.56 240 8803247 8000.00 ug/Kg —Q.Q
’ 15) Perylene-dl2 25.49 264 9117075 8000.00 ug/Kg 0.0
0
| System Monitoring Compounds o
3) Nitrobenzene-db 8.28 82 1331726 3246.06 ug/Kg 0.0
’ Spiked Amount 5000.000 Recovery = . 64,92% .1l
5) 2-Fluorobiphenyl 11.18 172 3059850 3741.54 ug/Kg Q:Q
’ Spiked Amount 5000.000 Recovery = 74.53% o
12) Terphenyl-dlé4 17.73 244 3683114  3660.72 ug/Kg 0.0
’ Spiked Amount 5000.000 Recovery = 73.21%
Target Compounds . QvalgeQ
(#) = qualifier out of range (m) = manual integration (+) = sgignals summed
: ) )L
Py L )i
U
E8270316HT.M Mon Nov 04 11:27:18 2013 - Page: 1 ?H“
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Data Path :
Data File :
Acg On
Operator
Sample
Misc :
ALS Vial :

Quant Time:

Quant Method

Quant Title
QLast Update
Response via

Quantitation Report

C:\MSDCHEM\ 1\DATA\110113\
E1101311.D
1 Nov 2013 15:49
DOUG
006558-02
AG-5 8270 B1011l1l
10 Sample Multiplier: 1

Nov 04 11:27:10 2013

: 8270 BNA Calibration

: Thu Oct 31 15:00:02 2013

Initial Calibration

“(QT Reviewed)

C:\MSDCHEM\ 1\CALFILES\8270CALS\E8270316HT.M
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ARDIL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006558 Report Date: 11/04/2013

| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270)

| Project No.: Analytical Method: 8270C |

| NELAC Certified - IL100308 Prep Method: 3550A |

| l

| Field ID: MAKO030C ARDL Lab No.: 006558-02MS |

| Desc/Location: MAKAU MILITARY RESERV OARHU Lab Filename: E1101312 |

| Sample Date: 09/23/2013 Received Date: 10/23/2013 ]

| Sample Time: 0833 Prep. Date: 10/29/2013 |

| Matrix: TISSUE Analysis Date: 11/01/2013

| Amount Used: 5 g Instrument ID:  AG5

| Final Volume: 1 mL QC Batch: B6635 }

| % Moisture: No Moisture Present Level: LOW |

| |

| Method Reporting Data Dilution |

| Parameter Limit Limit  Result Flag Units Factor |

I l

| Dimethylphthalate 200 1000 3440 UG/KG 1 |

| Diethylphthalate 200 1000 3490 UG/KG 1

| Di-n-butylphthalate 200 1000 3630 UG/KG 1 ]

| Pyrene 200 1000 3650 UG/KG 1

| bis(2-Ethylhexyl)phthalate 200 1000 3550 UG/KG 1

| Di-n-octylphthalate 200 1000 3620 UG/KG 1

| |

| SURROGATE RECOVERIES: Limits Results |

|Nitrobenzene-d5 30-130 70% |

| 2-Fluorobiphenyl 30-130 79% 1

| Terphenyl-d14 30-130 77% |
|

Surrogate recoveries marked with '*' indicates they are outside standard limits.

Matrix Spike for 006558-02, BNA'S (METHOD 8270)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\1\DATA\110113\
Data File : E1101312.D

Acg On : 1 Nov 2013 16:34

Operator : DOUG ;
Sample : 006558-02MS 2
Misc : AG-5 8270 B10111 G
ALS Vial : 11 Sample Multiplier: 1

Quant Time: Nov 04 08:57:26 2013
Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M

T

Quant Title : 8270 BNA Calibration . i
QLast Update : Thu Oct 31 15:00:02 2013 to B
Response via : Initial Calibration ' 5
Internal Standards R.T. QIon Resgponse Conc Units Dev(Miﬂ)
1) 1,4-Dichlorobenzene-d4 7.45 152 2158158 8000.00 ug/Kg 0.0
0
2) Naphthalene-ds8 9.41 136 8020015 8000.00 ug/Kg 0.0
0
4) Acenaphthene-dlo0 12.33 164 4698427 8000.00 ug/Kg O}O
0 o
8) Phenanthrene-d10 14.90 188 8213418 8000.00 ug/Kg 040
0 o
10) Chrysene-dl2 20.57 240 9945950 8000.00 ug/Kg -0.0
5 :
15) Perylene-dl2 25.49 264 10205609 8000.00 ug/Kg 050
0 ‘ o
System Monitoring Compounds o
3) Nitrobenzene-dbs 8.28 82 1580328 3484 ,11 ug/Kg 0:0
° &
Spiked Amount 5000.000 Recovery =l 69.68% Lu)
5) 2-Fluorobiphenyl 11.19 172 3542992 3930.42 ug/Kg 050
0 0
Spiked Amount 5000.000 Recovery = 78.61% ,
12) Terphenyl-di4 17.73 244 4394826 3866.25 ug/Kg 0.0
0
Spiked Amount 5000.000 Recovery = 77.33%
Target Compounds ‘ Qvald@U
6) Dimethylphthalate 11.86 163 3230381 3444.15 ug/Kg 99
7) Diethylphthalate 13.07 149 3171778 3486.67 ug/Kg 100
9) Di-n-butylphthalate 15.93 149 5445296 3626.98 ug/Kg 95
11) Pyrene 17.43 202 5895631 3651.39'ug/Kg )8
13) bis(2-Ethylhexyl)phthalate 20.80 149 3826560 3548.06 ug/Kg ‘99
14) Di-n-octylphthalate 23.59 149 6650708 3622.38 ug/Kg 100
(#) = qualifier out of range (m) = manual integration (+) = signals summéd
! co 10
ARt
0
E8270316HT.M Mon Nov 04 08:57:26 2013 Page: 1 €
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“=Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\1\DATA\110113\

Data File : E1101312.D

Acg On : 1 Nov 2013 16:34
Operator : DOUG

Sample : 006558-02MS

Misc : AG-5 8270 B10111

ALS Vial : 11 Sample Multiplier: 1

Quant Time: Nov 04 08:57:26 2013

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M
Quant Title : 8270 BNA Calibration

QLast Update : Thu Oct 31 15:00:02 2013

Response via : Initial Calibration

Abundance TIC: E1101312.D
1600000 g ~
4 s S
= 5 5 %
3 s b o
& £ g 8
1400000 g 5 ] s =
£ : 3 g
s & a 5
1200000 g &
- o ) g
5 < E% 3
= o =, o]
1000000 5 £ s 3
5 - z &5 5
o - g = -
R I 2 5
800000 s | £ < 5 R
= £ a = 2
w | 5 = 3
g g ° 13 &
600000 2 5 < 3
5 i £
2 g 5
2 g
400000
2000000 , I R - : -
h O|1||1ler>uvv1|‘yx|1r||xx11|w|||x;!l]sxs[x«)‘|x||‘;x~x\lxxﬁ‘x[xlll]1ll]ﬁr N M I I LALLM B O S B S
ime~> 400 500 6.00 7.00 800 9.00 10.00 11.00.12.00 13.00 14.00 15.00 16.00 17.00 18.00 19.00 20.00 21.00 22.00 23.00 24.00 25.00 26.00 27.00 28.00 29.00 30.00°31.00

E8270316HT.M Mon Nov 04 08:57:27 2013 Page: 2
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IAbundance Scan 1198 (8.980 min): E0921610.D (-1190) (-) H6
163 Dimethylphthalate
Concen: 3444.15 ug/Kg t
RT: 11.86 min Scan# 2293
Refo Delta R.T. -0.01 min
77 Lab File: ¥E1101312.D.°
) Acq: 1 Nov 2013 16:34 ..
ol P e 104 120 138 449 194 S e
IllllllII|I|l|II||II||II||IIi\‘lllllllllYllYll]|l||’1||1||||ill||(||||l'||||[||l!]|||||||| . % . ": .
miz-> 30 40 50 60 70 80 90 100110120130140150160170180190200 | LIt 1On:163 Resp: 3230381,
Abundance Ion Ratio Lower Upper:
163 163 100 -
194 3.3 0.0 . 23.3Lq
164 10.2 . 0.0 30.7..
Ray, B .
Abundance lon 163.00 (162 70 to 163.70); E1 101~, \
77 lon 194.00 (193.70to 194.70). E11013°
o 3000001|on 164.00 (163.70 to 164.70): E1101"’]\‘ ‘
38 0 63 104 430 133 449 194 -
0 |||rl|!n1c]‘:v1r]i‘\‘vv{ll(||||||,yrlr]r|rl||||||||||;>||i||||||||l| |||II(|II]II\|IIIV||II1 250000 11.86
m/z--> 30 40 50 60 70 80 90 100110120130140150160170180 190200
Abundance Scan 2293 (11.862 min): E1101312.D (-21 61) () 200000
150000 [
u .
S EB 100000
77 50000
92 o
o 38 50 o4 “’[ £ 104 490 133 449 194 0 AN I
T]YV]IIV}{iIH!((l'l’{lli'lllll[!llIII'IIIIYI]]I”II![YI'IIIIIIIIIIIIII’}IIIIIII[IIIIIIIII II\llIIII 1T T 17T T
miz-> 30 40 50 60 70 80 90 100110120130140150160170180190200 [Time--> 1180 1190 1200 1210
Abundance Scan 1427 (10.203 min); E0921610.D (-1418) (-) #7 0 '
199 Diethylphthalate - Aw
Concen: 3486.67 ug/Kg
RT: 13.07 min Scan# 26T
Refo Delta R.T. ft~o 0l min
Lab File: 'EI101312.D
177 . .
65 76 93 105 4, Acg: 1 Nov 2013 16:34 |
,Oyllalglysc?»’rL»l"lIHn||||,£i|v|||||?:432l{||lrl 1|6!61 I‘ ll v11|2'2|24| ;
n/z--> 40 60 80 100 120 140 160 180 200 o230 | f9t Ion:149 Resp: 3171778
Abundance Ion Ratio Lower Upper
149 149 100
177 20.9 0.8 40.8
150 12.4 0.0. 32:3
Abundance lon 149.00 (148.70 to 149.70); E11013 "+ -
177 lon 177.00 (176.70 t(? 177.70): E11013.
Orr|3'|9||‘|»f|'||"||||:|111!H|r1|h|?:v321111|1\164 l 1~9|5|r|x12|2|2||
miz--> 40 60 80 100 120 140 160 180 200 220 250000 1807 il
Abundance Scan 2617 (13.075 min): E1101312.D (-2485) (-) 7
149 200000 :
150000 wy
Sub iR
50 100000
177 50000
65 76 105
Ol}|319}§10|||lllllllT9Y|3([!|7|l1}2Ij']?2[]YTIIT? TIJ‘IIII1l9!5|I|||2|2|2II 0 T T H T I T T T
m/z--> 40 60 80 100 120 140 160 180 200 220 Time--> 13.00 13.10 13.20
E1101312.D E8270316HT.M Mon Nov 04 08:57:30 2013
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Abundance Scan 2008 (13,307 min): E0921610.D (-1999) (-) #9
149 Di-n- butylphthalate
Concen: 3626.98 ug/Kg
RT:; 15.93 ml SCan# 3380
Refo Delta R.T. ' -0.00 min
Lab File: E1101312.D 'V"‘
, Acg: 1 Nov 2013 16:34 . :
0|1V4|1|l15|7llA17I6||91911Ic|)?4l1|2l1l1\3lsll|VX‘1161§,]I|T||29f5|!2|2|3|1|])|IV|||I2|7|8I| T t I 149 R » 544529'6
2> 40 60 80 100 120 140 160 180 200 220 240 260 280 | 1 9= ~OT i+ esp: >
Abundance Ion Ratio Lower Upper
149 149 100 i
150 9.3 0.0 29.4
104 5.1 0.0 28.5
Rayy '
bundance lon 149.00 (14870 to 149.70): E11013
lon 150.00 (149.70 to 150.70): E11013..
5000001{lon 104.00 (103.70 to 104.70): E11013
O|I14|1III5I6|III7\61 ]II1I?4II‘I1I2‘;1I11314|1III|1I6|‘7|||lIYI?1015112T213|||!1IIllll‘llll 593 1
miz--> 40 60 80 100 120 140 160 180 200 220 240 260 280 | 400000 15
Abundance Scan 3380 (15.930 min): E1101312.D (-3247) (-) 7
149 300000 , |
S0
sub 200000 i 1
50
100000
o 380 t2as | ger | 282 g | o e
miz--> 40 60 80 100 120 140 160 180 200 220 240 260 260 [Time-> 1580 1590 1600 1640
Abundance Scan 2286 (14.792 min): E0921610.D (-2273) (-) #11
202 Pyrene
Concen: 3651, 39 ug/Kg
RT: 17.43 min = Scan# 3782
Ref0 Delta R.T. © -0.00 min 5;'
101 Lab File: 'E1101312.D %
Acqg: 1 Nov 2013 16:34
0 38 50 62 7“5 ) 122133 150 163174185 'L 218 :l
‘ltillIA\\(II‘II#I\‘I\!\(IIA T . L . .
m/z--> @ 60 80 100 130 140 160 180 200 om0 | 19T TOD:202uResp: 589563
Abundance Ion Ratilo LoWer Uppel’”q
202 202 100 oo o
101 13.2 3.8 43.8,
100  10.7 0.0 38.1"
Ray, T L
Abundance lon 202.00 (201.70 to 202.70); E11013
500000]lon 101,00 (100.70 to 101.70); E11013~ -
101 fon 100.00 (99.70 to 100.70): £110131
39 50 62 74 68 122133 150 162174185
Olu,g—r.,.,“,.|....'!k,.,.|.11..3 1.,....., 400000 17.43
m/z--> 40 60 80 100 120 140 160 180 200 220
Abundance Scan 3782 (17.435 min): £1101312.D (-3716) (-)
202 300000
Sub 200000 ,
50
100000
101 /\
ol 2950 62 74 88 | 122433 150162 174185 0
|||IIll||r'|‘1‘ll||]‘TI|“||]'l|¥\|||ll||)|| |ll{||'r‘5|7l|l|llllVIIV.‘
m/z--> 40 60 80 100 120 140 160 180 200 220 [Time-> 17.30 17.40 17. 5b 1760 17.70 )
. '«;«'?'
E1101312.D E8270316HT.M Mon Nov 04 08:57:32 2013 Page 4
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[Abundance Scan 2784 (17.453 min): E0921610.D (-2769) (-) #13
) 149 bis(2- Ethylhexyl) phthala'te
Concen: 3548.06 ug/Kg
RT: 20.80 min Scan# 4682
Refo Delta R.T. 0.00 min
57 71 167 Lab File:  E1101312.D
43 ) } Acg: 1 Nov 2013 16:34
I 0 T 0 W ™~ T TS
2> 40 60 80 100 120 140 160 180 200 250 240 260 280 | r9L Ion:ld9 Resp: 3826560
IAbundance Ion Ratio Lower Upper!
149 149 100
167 25.5 . 4.9  44.9
279 3.0 ‘ 0.0 22.27
Rayy e A
IAbundance jon 149,00 (148 70 to 149, 70) E1 101q
' 167 lon 167.00 (166.70 to 167.70): E11013
7 150000/lon 279.00 (278.70 to 279.70): E11013 :
} R 279
ok H I IJ._J_L L, 182 | A 240 ) .
|‘II'<IY!]IIIIIIIIIII|Ill]||li|||I|lll|\|||4|||VII|YIYS‘III|‘iI (20.80
miz--> 40 60 80 100 120 140 160 180 200 220 240 260 280
Abundance Scan 4682 (20.803 min): E1101312.D (-4548) (-) ‘
149 100000
Sub
50 50000 ‘
167 /\
: 104 / .
OL_r‘ }Illlil‘I)lelql4llllIII"112I1AII1Il|)l|II¥I|IllI!‘llYll1T2!4llolll[Y\l2I47‘19|;l O! T T T T T T T T T l T T T T T I ;J
miz--> 40 60 80 100 120 140 160 180 200 220 240 260 280 [Time-> 2070 20. 80 2090
Abundance Scan 2999 (18.601 min); E0921610.D (-2991) (-) #14
149 Di-n- octylphfhalate A2
Concen: 3622. 38 ug/Kg
RT: 23.59 min v S‘Oan# 5428
Refo Delta R.T. - ' <0.01 min -
Lab File: E1101312.D |
i Acq: 1 Nov 2013 16:34 !
bbb 94122 | 16T 197 217 260 279 306 Las ] ccords
miz--> 40 80 80 100 120 140 160 180 200 250 240 260 280 300 | 19t Ton:143 Resp: 6650708
Abundance Ion Ratio Lower Upper
1?9 149 100
150 9.7 0.0 29.7
Ray, ; ,vf}.v
Abundance lon 149.00 (148.70 to 149.70): E1 1013
250000/ 0" 15000 (1493.7;);0 150.70): E110130)
43 23,
[y M 104421 | 167 493 261 279 ,
OTTTI‘VV||\|III)IV'!|||]||II|I II]YVYlIIKIIl!vlI‘|ll‘]r(ﬁ[!llllll]flllll 200000
miz--> 40 60 80 100 120 140 160 180 200 220 240 260 280 300
Abundance Scan 5428 (23.594 min): E1101312.D (-5350) (-)
149 150000
Y R
Sub 100000
50
50000 .
43
0 71104421 | 167 193 261 279 0 i
- Ill(’l\llI'Y'I!IVlll!ll‘!lll]ll_[\|I|II|II)1I’[II|II4)I‘T‘T—h T 1 77T 1T 7 ll‘lI]Y?lI?l
miz--> 40 60 80 100 120 140 160 180 200 220 240 260 280 300 [Time-> 23.40 2350 2360 2370 23.80
E1101312.D E8270316HT.M Mon Nov 04 08:57:34 2013 Page 5.
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864
Lab Report No: 006558 Report Date: 11/04/2013
Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270)

|
{ Project No.: Analytical Method: 8270C |
| NELAC Certified - IL100308 Prep Method: 3550A |
|
} Field ID: MAKO30C ARDL Lab No.: 006558-02MD l
| Desc/Location: MAKAU MILITARY RESERV OARHU Lab Filename: £1101313 |
| Sample Date: 09/23/2013 Received Date: 10/23/2013 |
| Sample Time: 0833 Prep. Date: 10/29/2013 |
| Matrix: TISSUE Analysis Date: 11/01/2013
| Amount Used: 5 g Instrument ID:  AGS5 ]
| Final volume: 1 mL QC Batch: B6635 |
| % Moisture: No Moisture Present Level: LOW
| |
| Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor |
l |
| Dimethylphthalate 200 1000 3440 UG/KG 1
| Diethylphthalate 200 1000 3460 UG/KG 1
| Di-n-butylphthalate 200 1000 3560 UG/KG 1
| Pyrene 200 1000 3620 UG/KG 1
| bis(2-Ethylhexyl)phthalate 200 1000 3580 UG/KG 1
| Di-n-octylphthalate 200 1000 3650 UG/KG 1 |
I |
| SURROGATE RECOVERIES : Limits Results |
|Nitrobenzene-d5 30-130 71% |
| 2-Fluorobiphenyl 30-130 78%
| Terphenyl-d14 30-130 77% ]
|

Surrogate recoveries marked with '*!

Matrix Spike Duplicate for 006558-02, BNA'S (MET

ARDL Inc

HOD 8270)

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

indicates they are outside standard limits.

Page 1 of 1
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Data Path
Data File
Acg On
Operator
Sample
Misc

ALS Vial

Quant Time:
Quant Method
Quant Title
QLast Update
Regponse via

Quantitation Report

C:\MSDCHEM\ 1\DATA\110113\
E1101313.D

1 Nov 2013
DOUG
006558-02MSD
AG-5 8270 B1011l1

12 Sample Multiplier: 1

17:18

Nov 04 08:57:40 2013

{(Not Reviewed)

C:\MSDCHEM\ 1\CALFILES\8270CALS\E8270316HT.M

8270 BNA Calibration
Thu Oct 31 15:00:02 20
Initial Calibration

13

Internal Standards R.T. QIon Response Conc Units Dev(Mfﬁ)
1) 1,4-Dichlorobenzene-d4 7.45 152 2144115 8000.00 ug/Kg 0.0
2) Naphthalene-ds8 9.41 136 7933990  8000.00 ug/Kg 0.0
4) Acenaphthene-d10 12.34 164 4650542 8000.00 ug/Kg 0. 0
0 ;
8) Phenanthrene-dl0 14.91 188 8194234 8000.00 ug/Kg 0.0
0 ‘ l
10) Chrysene-d12 20.57 240 9787207  8000.00 ug/Kg =-0.0
2 L
15) Perylene-dil2 25.49 264 10012721 8000.00 ug/Kg 0. 0
O .
System Monitoring Compounds , |
3) Nitrobenzene-db5 8.28 82 1582003 3525.62 ug/Kg 0:0
0 S
Spiked Amount 5000.000 Recovery = .70.51% )
5) 2-Fluorobiphenyl 11.18 172 3501233 3924.08 ug/Kg 0.0
0 : Lo
Spiked Amount 5000.000 Recovery = .. 78.48% L
12) Terphenyl-dl4 17.73 244 4299251  3843.81;ug/Kg 0.0
Spiked Amount 5000.000 Recovery ="' " 716.87% 450
Target Compounds , Qvaldeﬂ
6) Dimethylphthalate 11.87 163 3191827 3438.08 ug/Kg 99
7) Diethylphthalate 13.07 149 3115208 3459.75 ug/Kg 100
9) Di-n-butylphthalate 15.93 149 5334970 3561.81 ug/Kg f95
11) Pyrene 17.43 202 5748676 3618.12 ug/Kg 81
13) bis(2-Ethylhexyl)phthalate 20.80 149 3804141 3584.49 ug/Kg 99
14) Di-n-octylphthalate 23.59 149 6601469 3653.88 ug/Kg 100
__________________________________________________________________ -
(#) qualifier out of range (m) = manual integration (+) = signals summed

E8270316HT.M Mon Nov 04 08:57:43 2013
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Quantitation Report {(Not Reviewed)

Data Path : C:\MSDCHEM\1\DATA\110113\
Data File : E1101313.D

Acg On : 1 Nov 2013 17:18
Operator : DOUG

Sample : 006558-02MSD

Misc : AG-5 8270 B10111

ALS Vial : 12 Sample Multiplier: 1

Quant Time: Nov 04 08:57:40 2013

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E827Q0316HT.M
Quant Title : 8270 BNA Calibration

QLast Update : Thu Oct 31 15:00:02 2013

Response via : Initial Calibration

Abundance TIC: E1101313.D
1600000 3 5 =
g o %
—_— @ @ @
% 2 g ®
1400000 g § 3 “ -
2 g & 3
5 s
1200000 ) £
= 9 9 g
g ~ = ¢
= ) =3 15}
1000000 5 £ 5% g
o £ 29 £
2 - s s &5 °
o2l g 3 s o
800000 = £ < = =
5| = 5 £ 5
[} z 3 = £
. g1 o g 2
600000 2 8 £ 3
N F=1 v
5 i £
< o 5
£ z
400000
200000 E
0 XIIT\I[‘]I'I'&]Ty{j:III\V'l_!'IIIIITTTIII!!i\'TIllII[T}&AIIIILIIIK-IKXilrIl!l‘T]IIIK'[I!]I}\AI!I(Ittlllll1|Tl[»[l\l‘I!l!rlI!ll(l!!]!ll!
Time-—> 400 500 600 7.00° 800 9.00710.00 11.00 12.00 13.00 14.00 15.00 16.00 17.00 18.00 19.00 20.00 21.00 22.00 23.00 24.00 25.00 26.00 27.00 28.00 29.00 30.00 31.00

E8270316HT.M Mon Nov 04

08:57:44 2013 Page: 2
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Abundance Scan 1198 (8.980 min): E0921610.D (-1190) (-) #6
163 Dimethylphthalate
Concen: 3438.08 ug/Kg L
RT: 11.87 min Scan# 2294
Ref0 Delta R.T. -0.00 min
77 Lab File: E1101313.D
9 Acqg: 1 Nov 2013 17:18
o3 %0 o4 | | 104 120 T8 g4 | 194
YIY‘IIIYIIIIHIllllllllllvllll!llllI|IIII|I\V1||\|||IIII|IIII|III$IIHII|V¥IIIYI|’!!IIIIIV . .
miz-> 30 40 50 60 70 80 90 100110120130140150160170180190200 | ~IC LOn:163 Resp: 3191827
Abundance Ion Ratio Lower . Upper:
163 163 100 o
194 3.3 0.0 23,3
164 10.3 0.0 30.7. A
Ray, T
bundance lon 163.00 (162.70 to 163.70): E11013-
77 lon 194,00 (193.70 to 194.70): E11013
50 5 133 3000001i0n 164.00 (163.70to 164.70): E11013
38 64 | 104 120 149 194 e
O T T T T T T T T T T T T T T T T T T T T T T T T T TR 250000 11.87
m/z--> 30 40 50 60 70 80 90 100110120130 140150160170 180190200
Abundance Scan 2294 (11.866 min): E1101313.D (-2161) (-) 200000
163 + |
150000 sl
Suk5)0 100000
77 50000
92 :
s e | 0 g0 1B g | 194 AL
lIIIIIIIIT]Y!VI][|INIIXI|IIII|HI!III|I|||I||tlllIlllIlllI5IIIIIII|III1|IIII,II! |||\lll}|]ll]!!ll!l|4|l
m/fz--> 30 40 50 60 70 80 90 100110120130140150160170180190200 [Time--> 11.80 11.90 1200 1210
Abundance Scan 1427 (10.203 min): E0921610.D (-1418) (-) #7 : . * -
149 Diethylphthalate P
Concen: 3459.75 ug/Kg :
RT: 13.07 min - Scan# 2617
Re §0 Delta R.T. =0.01 min
Lab File: E1101313.D °
177 . 1 7.18""
65 76 93 105 4, Acg: 1 Nov 2013 17:18 :
04— I:3||9l15|(‘:l)l T 1|It |"|||| T I}l T !I'v T ;hw :]:?21 T |,| T |1«6\6| !}II T |1|9:63| T T |2|2|2| T 152 ‘
miz--> 40 60 80 100 120 140 160 180 o000 220 | 19t lom:l49 Resp: 3115208
Abundance Ion Ratio ' Lower :Upperj‘ -
149 149 100 IEES
177 21.0 0.8 40.8: .
150 12.3 0.0 32.3
Rayy
Abundance lon 149.00 (148.70 to 149,70): E11013 .
177 fon 177.00 (176.70t0 177.70): E11013’
5 65 76 g3 105 4o 300000 Ion150.00(14:9:70t0150‘.70): E11013
OI1}3I|9Il|‘|I!}lilnvlll(Il}l|!llilll'll?:?zllll}ll?§4llj‘|1I1I9I4|4 |1|2|2|2| T V
miz--> 40 60 80 100 120 140 160 180 200 220 250000 13.07
Abundance Scan 2617 (13,075 min): E1101313.D (-2485) (-)
149 200000
150000 B 17
Sub 3o
50 100000 ST
177 50000 /\ ’
65 76 105
Ol113']911581}11‘1“'1'[]|19|I3||!|‘x|ji??:?lerlll1?6!4|111|I|11914|11r12|2r211 01 LI |/~;\].|‘! L P !)‘{"
mfz--> 40 60 80 100 120 140 160 180 200 220 [Time--> 13.00 1310 13.20 L
E1101313.D E8270316HT.M Mon Nov 04 08:57:44 2013 Page 3
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. Abundance Scan 2008 (13.307 min): E0921610.D (-1999) (-) #9
149 Di-n-butylphthalate
Concen: 3561.81 ug/Kg
RT: 15.93 min Scan# 3380
Refo Delta R.T.  -0.00 min
Lab File: E1101313.D
Acg: 1 Nov 2013 17:18 i,
o A1 57, TP 9g 104 121435 | 1es 205 223 it
|II|IIII|IIlll\71|!|II||\||I|||[l|l|$|lll)l[I)llllll!l]llll!llllll . -“u' . '.
miz--> 40 60 80 100 120 140 160 180 200 220 240 260 260 | +9t Ion:ldd ‘Resp: 5334970
Abundance Ion Ratio Lower Upper
149 149 100 i
150 9.2 0.0 29‘%”
104 5.1 ° 0.0 - 28.5
Ray,
Abundance lon 149.00 (148,70 to 149.70): E11013.
500000 10N 150.00 (149.70to 150.70): E11013
41 lon 104.00 (103.70 to 104.70): E11013
ol 10 01 10 12tz | vestzs 20928 o7s i
miz--> 40 60 80 100 120 140 160 180 200 220 240 260 280 | 400090 1593
Abundance Scan 3380 (15.930 min): E1101313.D (-3247) (-)
149 300000
Sub 200000 '
50 :
100000 .
O\|'4|‘111'5I16]||l1‘61119:111??1‘112;111135]I|YY1]6151117811)|29|5II2%I3I|||I||| TT T ™ OIlI LA A"l“’l"lllll ||I|] /“
miz--> 40 60 80 100 120 140 160 180 200 220 240 260 280 [Time--> 1585 15.9015.9516.00 1605  ©
Abundance Scan 2286 (14.792 min); E0921610.D (-2273) () #11 P
202 Pyrene o .
Concen: 3618.12 ug/Kg
RT: 17.43 min Scan# 3782
Refo Delta R.T. -0.00 min |
101 Lab File: E1101313.D
Acq: 1 Nov 2013 17:18 -
) I
ol 38 50 62 75 ,| } 122133 150 163174185 || 218 |
\II}Ill‘,lll|]l[¥li]llfr7llI’I[I{lllll T . . J
In/z--> 40 60 80 100 120 140 160 180 200 2p0 | TIL Ion:202 Resp: 5748676
Abundance Ion Ratio Lower Uppeﬁf
202 202 100
101 13.4 3.8 43.8
100 10.9 - 0.0 38.1
Ray, . !
Abundance lon 202,00 (201,70 to 202.70): E11013
500000{ion 101.00 (100.7Q.to 101.70): E11013'
101 lon 100.00 (99,70 19 1.00.70); E110131
88 174 A g
oh_39 50 63 74 122 139150 162 174 185 400000 a3
miz--> 40 60 80 100 120 140 160 180 200 220 o i
Abundance Scan 3782 (17.434 min): E1101313.D (-3716) (-) ol
202 300000 ”'
200000
Sub
50
100000
101
ol 39 50 63 74 88 | 122 139150161 174485 1“ 6
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Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

[Abundance Scan 2784 (17.453 min): E0921610.D (-2769) (-
149 bis(2- Ethylhexyl)phthalate
Concen: 3584.49 ug/Kg ;
RT: 20.80 min Scan# 4681
Refo Delta R.T. . -0.00 min -
57 71 167 Lab File: E1101313.D
Acqg: 1 Nov 2013 17:18 .
O T ]”l T II§ | I”I | h Igl:? ![TIII‘I_|“|1I:I3121 TTTT ' T I T ] TTTT |2|0|7$V22|1T| T ! TrT l26|2V ]2|7|9II V 8 O é
2> 40 60 80 100 120 140 160 180 200 230 240 260 260 | T9t Ton:149 Resp: 3804141
IAbundance Ion Ratio Lower Upper
MP 149 100 : j
167 25.3 4.9 44, %¢
279 2.9 0.0 22.2
Ray, ‘ o
[Abundance fon 149,00 (148,70 to 149.70); E11013
167 lon 167.00 (166.70 to 167.70): 11014
150000{ion 279.00 (278.70 to 279.70): E11013
OT‘rll ‘III‘] Vl‘#I+T§=§Il1?‘4{|?|2|1|1|3|5||fr|| I‘l‘llYT|l TT 17 IYT21?|O|l||1Y12|7|19|( ‘ N :,
m/z--> 40 60 80 100 120 140 160 180 200 220 240 260 280 12080
bundance Scan 4681 (20.799 min): E1101313.D (-4548) (-) , e
& 139 100000 e
Sub j
50 50000
57 167
43
OVTV'I[IL‘I)I“IIQl5lll1loll4|\1|2I20I||||l|‘IIIVIII]“IIII|I1|2|?|OOI]|||l279 O T T T T T T T T T T T
miz--> 40 60 80 100 120 140 160 180 200 220 240 260 280 [Time--> 2070 2080 2090 |
Rbundance Scan 2999 (18,601 min): E0921610.D (-:29971) (3 #14 2
149 Di-n-octylphthalate Y
Concen: 3653, 88 ug/Kg
RT: 23.59 min ' Scan# 54%7
Refo Delta R.T. © -0.01 min |
Lab File: E1101313.D |
" Acq: 1 Nov 2013 17:18:
bbb 94,122, | 16T 97 217 252 279 06 IPIRE S K
mz-> 40 60 80 100 120 140 160 180 200 220 240 260 280 300 | LI lom:l4ITResp: ago-
Abundance Ion Ratio Lower Upper,
WQ 149 100 s Bk
. e
150 9.6 0.0 29.7
1
Ray, 4
Abundance lon 149,00 (148.70 to 149.70). E11013
250000/10n 150.00 (149,70 to 150.70): E11013
43 2359
o 104121 167 207 261 279
OI_V_YI'T‘VlbI\IIIIIII|I|lIIWII‘IIIIIYYI¢!I|!l]!!vl|!ll|]]l|llvlllll'|lrrm 200000
miz--> 40 60 80 100 120 140 160 180 200 220 240 260 280 300
Abundance Scan 5427 (23.590 min): E1101313.D (-5350) (-)
149 150000 ‘
Sub 100000
50
50000 S y
43 Al "
N T 104121 167 207 261 279 [/ NN Al
ll]‘lIII‘!IITTlllVIl'YT]‘I"II]II'TI—WIIIIIY‘ T_rrllllllIIIIkllII]I‘l']IVlIl LBl TTTT lll] lIIlIVIlI "’l'[v:,
m/z--> 40 60 80 100 120 140 160 180 200 220 240 260 280 300 [Time--> _ 23.40 23.50 23.60 23.70 23.80
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006558 Report Date: 11/04/2013
Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270)
Project No.: Analytical Method: 8270C
NELAC Certified - IL100308 Prep Method: 3550A

Field ID: MAKO31C ARDL Lab No.: 006558-03

Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1101314

Sample Date: 09/23/2013 Received Date: 10/23/2013

Sample Time: 1050 Prep. Date: 10/29/2013

Matrix: TISSUE Analysis Date: 11/01/2013

Amount Used: 5 g Instrument ID: AG5

Final Volume: 1 mL QC Batch: B6635

% Moisture: No Moisture Present Level: LOW

Method Reporting Data Dilution

Parameter Limit Limit Result Flag Units Factor

Dimethylphthalate 200 1000 ND UG/KG 1

Diethylphthalate 200 1000 ND UG/KG 1

Di-n-butylphthalate 200 1000 ND UG/KG 1

Pyrene 200 1000 ND UG/KG 1

bis (2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1

Di-n-octylphthalate 200 1000 ND UG/KG 1
|SURROGATE RECOVERIES: Limits Results
|Nitrobenzene-ds 30-130 59%
|2-Fluorobiphenyl 30-130 77%
| Terphenyl-di14 30-130 76%

Surrogate recoveries marked with '*' indicates they are outside standard limits.

Sample 006558-03, BNA'S (METHOD 8270) Page 1 of 1
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Quantitation Report

Data Path C:\MSDCHEM\ 1\DATA\110113\
Data File E1101314.D

Acg On 1 Nov 2013 18:02
Operator DOUG

Sample 006558-03

Misc AG-5 8270 B10111l

ALS Vial 13 Sample Multiplier: 1

Quant Time:

Nov 04 11:35:47 2013

(QT Reviewed)

Quant Method
Quant Title

QLast Update
Response via

C:\MSDCHEM\ 1\CALFILES\8270CALS\E8270316HT.M

8270 BNA Calibration
Thu Oct 31 15:00:02 2013
Initial Calibration

Internal Standards R.T. QIon Resgponge Conc?Uﬁits Dev(Miﬁ)
1) 1,4-Dichlorobenzene-da 7.45 152 2252072  8000.00 ug/Kg 0,0
’ 2) Naphthalene-ds 9.41 136 8300723  8000.00 ug/Kg 0.0
° 4) Acenaphthene-di10 12.34 164 4847719 8000.00 ug/Kg 0.0
° 8) Phenanthrene-dlo0 14.90 188 8548551 8000.00 ug/Kg 0.0
° 10) Chrysene-di12 20.57 240 10294793  8000.00 ug/Kg —Q;o
z 15) Perylene-dl2 25.49 264 10368234 8000.00 ug/Kg 0.0
System Monitoring Compounds o ,Q
3) Nitrobenzene-d5 8.27 82 1386553 2953.52 ug/Kg -0.0
. Spiked Amount 5000.000 Recovery %”*%59.07% i;
5) 2-Fluorobiphenyl 11.18 172 3601205 3871.96 ug/Kg Qﬁ?
° Spiked Amount  5000.000 Recovery =  77.44%
12) Terphenyl-dl4 17.73 244 4459855  3790.51 ug/Kg 0.0
’ Spiked Amount 5000.000 Recovery = 75.81% ‘
Target Compounds Qvalue?
"""""""""""""""""""""""""""""""""""""""""""""""""""""""""""""" o
(#) = qualifier out of range (m) = manual integration (+) = signals summéd

E8270316HT.M Mon Nov 04 11:35:52 2013

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C

{

Page: 1 i
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Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\I\DATA\IIOIIB\
Data File : E1101314.D

Acq On : 1 Nov 2013 18:02
Operator : DOUG

Sample : 006558-03

Misc : AG-5 8270 B10111

ALS Vial : 13 Sample Multiplier: 1

Quant Time: Nov 04 11:35:47 2013

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M
Quant Title : 8270 BNA Calibration

QLast Update : Thu Oct 31 15:00:02 2013

Response via : Initial Calibration

[Rbundance ] TIC: E1101314.D S
_ %
g 2
1600000 3 5 E
- k) £ =
= o ©
b - 5 5
5 % = a -
1400000 g = . g
2 o
g &
2 o
S G
1200000 = = «
- o 2 3
> ~ D
5 3 g
s = =
1000000 : £ £
Z [
&
800000
@
jre}
600000 b
g
g
I
400000 2
200000 ; | S -
0 ,“LHP,HImul,lluu#ﬂH]WﬁLu|uT.H}wﬁ.,u,¢4 N =t
Time=> 400 500 600 7.00 800 9.00 1000 1100 12:00 3,00 14,00 15.00 16.00 17.00 18.00 19.00 20.00 21.00 72.00 23.00 24.00 25.00 26.00 27.00 28.00 29.00 30.00 31.00

E8270316HT M Mon Nov 04 11: 35 53 2013 , Page: 2
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ARDI, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006558 Report Date: 11/04/2013

| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270)

| Project No.: Analytical Method: 8270C |

| NELAC Certified - IL100308 Prep Method: 3550A [

| I

| Field ID: MAK028C ARDL Lab No.: 006558-04 ;

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: E1101315 |

| Sample Date: 09/22/2013 Received Date: 10/23/2013

| sample Time: 1300 Prep. Date: 10/29/2013 |

| Matrix: TISSUE Analysis Date:  11/01/2013 |

| Amount Used: 5g Instrument ID: AG5

| Final Volume: 1 mL QC Batch: B6635 |

| % Moisture: No Moisture Present Level: LOW |

| I

| Method Reporting Data Dilution |

| Parameter Limit Limit Result Flag ©Units Factor |

| |

| Dimethylphthalate 200 1000 ND UG/KG 1

| Diethylphthalate 200 1000 ND UG/KG 1 |

| Di-n-butylphthalate 200 1000 ND UG/KG 1

| Pyrene 200 1000 ND UG/KG 1

| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/Xa 1 |

| Di-n-octylphthalate 200 1000 ND UG/KG 1

| l

| SURROGATE RECOVERIES: Limits Results |

|Nitrobenzene-ds 30-130 56% |

| 2-Fluorobiphenyl 30-130 77%

| Terphenyl-di14 30-130 79% |
|

Surrogate recoveries marked with '*' indicates they are outgide standard limits.

Sample 006558-04, BNA'S (METHOD 8270) Page 1 of 1
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Quantitation Report

Data Path : C:\MSDCHEM\1\DATA\110113\
Data File E1101315.D

Acg On 1 Nov 2013 18:45
Operator DOUG

Sample 006558-04

Misc AG-5 8270 B10111

ALS Vial 14 Sample Multiplier: 1

Quant Time:
Quant Method
Quant Title
QLast Update
Regponse via

Nov 04 11:36:42 2013

(QT Reviewed)

C:\MSDCHEM\ 1\CALFILES\8270CALS\E8270316HT.M

8270 BNA Calibration
Thu Oct 31 15:00:02 2
Initial Calibration

013

Conc ‘Units Dev (Mih)

ug/Kg 0.0

i)

55.67%

ug/Kg Q:Q
SRV
ug/Kg 0.0
78.72% 0

QvalueU

Internal Standards R.T. QIon Resgponse
1) 1,4-Dichlorobenzene-d4 7.45 152 2331965  8000.00 ug/Kg 0.0
’ 2) Naphthalene-ds 9.41 136 8604658 8000.00
’ 4) Acenaphthene-dlo0 12.33 164 5039307 8000.00
’ 8) Phenanthrene-d10 14.950 188 8878857 8000.00
’ 10) Chrysene-dl2 20.57 240 10699295 8000.00
15) Perylene-dl2 25.49 264 11125444 8000.00
0
System Monitoring Compounds
3) Nitrobenzene-d5 8.28 82 1354627 2783.60
’ Spiked Amount 5000.000 Recovery ;'1
5) 2-Fluorobiphenyl 11.19 172 3745795 3874.31
’ Spiked Amount 5000.000 Recovery ="
12) Terphenyl-d14 17.73 244 4813131 3936.11
’ Spiked Amount 5000.000 Recovery =
Target Compounds
(#) = qualifier out of range (m) = manual integration (+) =

E8270316HT.M Mon Nov 04 11:36:48 2013

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Semivolatile 8270C
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Quantitation Report (OT Reviewed)

Data Path : C:\MSDCHEM\1\DATA\110113\
Data File : E1101315.D

Acg On : 1 Nov 2013 18:45
Operator : DOUG

Sample : 006558-04

Misc : AG-5 8270 B101l1l1

ALS Vial : 14 Sample Multiplier: 1

Quant Time: Nov 04 11:36:42 2013

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270316HT.M
Quant Title : 8270 BNA Calibration

QLast Update : Thu Oct 31 15:00:02 2013

Response via : Initial Calibration

Ab]lg&l%&? < TIC: E1101315.D
- 3
% —_ g
& = £
1600000 g‘ % E g
5 & &
& =z 5 b
1400000 <] 5 2
L2 < )
= =
s &
1200000 - o =
[} i %
= 2 2
§ = 2
& 2 2
1000000 g 5 £
S 2
s
o~
800000
(D.
i'e)
600000 b
2
S
400000 s
200000 L
) . Oll(]lb!i‘llllIibb]]‘l T—[_V_T!’(—’ l‘l)b‘f%‘&kllll!!ol‘llllllllllllllliI}Tlll}lllIIII'III|'|I(!i[lrllllll\llli!!\'))IlIl|I|I\I‘Ii)lllllli]T)lll
. [Time=s .400 500 6.00 7.00 8.00 9.00 10.00 11.00 12:00 13.00 14:.00 15.00 16.00 17.00 18.00 19.00 20.00 21.00 22.00 23.00 24.00 25.00 26.00 27.00 28.00 29.00 30.00 31.00

E8270316HT.M Mon Nov 04 11:36:48 2013 Page: 2
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Example Calcuiation

Rev. 1.0
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ARDL Inc

8270

EXAMPLE CALCULATIONS
Semi-Volatile

Response Factor Calculations

The data system tabulates the area response of the characteristic ions against the
concentration for each compound and each internal standard. Response factors (RF) are
calculated for each compound relative to the internal standard assignments. The RF is

calculated as follows:

(Ax)(Cis)
Response Factor =
(Ais)(Cx)
Where: Ax = Area of the characteristic ion for the compound being
measured.
Ais = Area of the characteristic ion for the internal standard.
Cis = Concentration of the specific internal standard.
Cx = Concentration of the compound being measured.

Sample Calculations

Sample Calculations are made by the instrument software and are performed as follows;

Water:
(Ax)(Is)(Vt)(1000mL)(1ug)

Concentration (ug/L)
(Ais)(RF)(Vi)(Vo)(1L)(1000ng)

Where: Ax = Area of characteristic ion for the compound being
measured.

Is = Amount of internal standard injected (ng).

Ais = Area of characteristic ion for the internal standard.

RF = Response factor for the compound being measured.

Vi = Volume of extract injected (uL).

Vt = Volume of total extract (uL).

Vo = Volume of water extracted (mL).
The dilution factor used, if necessary, will be submitted to the data management
system. I

May 2011 Rev. 3.1
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- Example i ‘
Calculations E K
Performed By: ‘ Date:

ARDL Inc.

EXAMPLE CALCULATIONS

Sample Calculations

; Soil:  (Low and Medium Level)

(Ap)s)(Vy)
Concentration (ug/Kg) = ,
. (Aj)RE)(Vi)(Wg)

where: . ~

Ay = Areaof characteristic ion for the compound being measured.
, Is = Amount of intemal standard injected (ng).

Ajs = Area of characteristic ion for the internal standard.
RF = Average response factor for the compound being measured.
Vi = Volume of extract injected (uL.).
Vi = Volume of total extract (uL).
Wy = Weight of sample extracted (g).

Sample Calculaﬁons

Sample No QSS%QDMS Compound: @\\M—Q/H’\\/ {O)\“Hn @L][ﬂ-e/

Matnx \ l ssue ;
| 387% W W5 0l |
Concéptration (ug/%_) = 3 l !Qso ‘/l

( )(IS‘H)( b )(Sooa)
Ho0aT07

| [5er
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Miscellaneous Additional Data
(If applicable)

NONE FOLLOW

Rev. 1.0
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