Table Of Contents

ANALYSIS: BHA METHOD NO.: _ §9%¢)
ARDL Report(s) # _ ) (plz] | MATRIX: _S& CULIMBER
PAGE
Ofganio Package Review Checklist ..........ccccoeeviiiieenennn. 2
Case Narrative and/or Nonconformance Reports .......... 5
Sample Receipt Information..........ccccccveeiniiiiiinienin, 8
Field Sample ReSUItS ..........uvvvviiviiiiiiiiiicee i, 12
QC Summary FOMMS ... e 21
Sample Preparation Information............ccccoeeeiiiiiinnl 29
Standard Preparation Information ... 41
Analytical Run Data...........ccoooviiiiiiiiniic e, 62
Example Calculation .............ccovviiiiiic e, 139
Miscellaneous Additional Data ..........c..........ccccocecce. 141

Package Preparation
Analytical Review

Final Review

b B
S ,

AR -
% J Pt

QA Review

Rev. 1.1

ARDL Inc Report Number 6621 - Sea Cucumber - Semivolatiles 8270C Page 1 of 141



@a‘gaﬂic Package Review
Checklist

Rev. 1.1

ARDL Inc Report Number 6621 - Sea Cucumber - Semivolatiles 8270C Page 2 of 141



ORGANIC PACKAGE REVIEW CHECKLIST

METHOD: _AX7()

Case Narrative and/or Nonconformance Reports
Case Narrative / Analyst Comment Sheets
Nonconformance / Noncompliance Reports (if applicable)

Initial Date

Sample Receipt Information

Copies of Original Chain-of-Custody FOIMS.........cccoooviiiiiniaiiiiicis et /JPEH é/'S Zif
Cooler Receipt Form and AirbillS...........vuiiiiiiiiiiiiiir e i
Phone Messages (If applicable) ... |

Field Sample Results .................... SO PR O EPRTRPPTUOPR “L —

QC Summary Forms
Surrorgate Summary, if applicable ... 1£\£ éz §Zlfi
Spike Blank and/or MS SUMMAIY .......cooiiiiiiiiiie it e e e 1 1.
Blank Results & Blank Summary, if applicable
ISTD Area Summary, if applicable

...............................................................

.................................................................................

Sample Preparation Information (if applicable) %
Total Solids Determination (If applicable) HEX_6l3/M

Extraction Log (If applicable)..........coooiiiiiiiiii e e
Extraction Notebook Pages (If applicable)
Spiking Solutions Notebook Pages

MISIVISD'S ¢ttt ettt e eees ettt eee e et e e es s e ee e een et es e |
SUITOGAte/ISTDS .ooiieee i e |
Spiking Solutions Certificates Of ANAIYSES. ..........vrvveeeeeeeeee e seeseeeeeeeeeeeeseeereesesseerenens |
MIS/MISD'S ..ottt ee et es et eet st s et e et e e e ee e re e
SUITOGALES/ISTDS .ot e e e e e

Certificates of Analysis (Vendor)

Standard Preparation Information
Instrument Logs/Analysis Notebook Pages.........ccooooeiiiiiiee e, KPEK é/S/[ ‘{
Certificates of Analysis (Vendor) L 4

Analytical Run Number 1 0
ClIDIAtION INFOMMBHON ... ccevvoeee e eeeesees e seeseess e eresesessesssee s eesee e ’CEE) élgzm
Tune Data '
Initial Calibration.........c.vvve e
Continuing Calibration .............vvvevviiiiiiiiieiie e
Instrument Logs/Analysis Notebook Pages.................... S RSP PRURPPRRPPY
Blank/Sample/Field QC Data —-

Analytical Run Number 2 (if required)
Calibration Information
Tune Data

Continuing Calibration ..............veivieiiiiii e
Instrument Logs/Analysis Notebook Pages........ccc.cccovvvviviiiiiic e
Blank/Sample/Field QC Data ..o p—
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ORGANIC PACKAGE REVIEW CHECKLIST (Continued)
METHOD: K70
initial Date

Analytical Run Number 3 (if required) ///Af

Calibration INfOrmMatioN ......... i e e ettt e e e e st ens

ContinuUing Calibration ....cooveov i
Instrument Logs/Analysis Notebook Pages.........ccccooeviiiiiiii e,
Blank/Sample/Field QT Data ...t

Analytical Run Number 4 (if reqmred)
Calibration INformation...........ccoi i /LM

TUNE DALa ...t ’

[nitial Calibration...........ccooii

Continuing Calibration .............cccoe e
Instrument Logs/Analysis Notebook Pages..........cccovvvivierviiiiiiciiiiiiiiiiiee e,
Blank/Sample/Field QC Data ..........ooiciiiiiiiiriiii e

Analytical Run Number 5 (if required) /1///&‘

Calibration INfOrMatioN . ........i e e e e e e e e e e s
TUNE DAta ..o et ae e
INitial Calibration...........ovvviiiii e e s e e e s e e
Continuing Calibration ... e
Instrument Logs/Analysis Notebook Pages............. RSP SRRRPPPPPP
Blank/Sample/Field QC Data ..........ccoiiviiiieeii ittt r e e an e e aeaaee s

Analytical Run Number 6 (if required)
AyA

Calibration Information ...
TUNE DAt .o
Initial Calibration............oocoii
ContinUing Calibration ...........oviiiieieiiii e v e e e esvra e eaeee
Instrument Logs/Analysis Notebook Pages........ccccoo i
Blank/SamplE/FIld QC DAL .........vevreeeeereseeeeeeeereeeeeeseeeesess st eseessesee s eseeseeseereeseenen ~

Example Calculation . (\DE_K 65[[4

Example Calculation Sheet.............ccccciiiiiiii e

Miscellaneous Additional Data (if applicable) .............c.cccoiiiiiii e /\/
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.

| &H<\<k\i

Package Completeness Checked By/Date:
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ORGANIC ANALYSIS CASE NARRATIVE
Corps of Engineers — ERDC, Vicksburg Date: 6/04/14
ARDL Report No.: 6621 Lab Name: ARDL, Inc.
Project Name: = MAKAU MILITARY RESERVATION OAHU (SEA CUCUMBER)
Samples Received at ARDL: 04/29/2014

Lab Sample Date
ID No. ID No. Collected Date Extracted Analysis Requested
006621-01 MAK121C 03/28/2014 05/28/2014 BNA
006621-02 MAK122C 03/28/2014 05/28/2014 BNA
006621-03 MAK123C 03/28/2014 05/28/2014 BNA
006621-04 MAK124C 03/28/2014 05/28/2014 BNA
006621-05 MAK125C 03/28/2014 05/28/2014 BNA
006621-06 MAK126C 03/28/2014 05/28/2014 BNA
006621-07 MAK127C 03/28/2014 05/28/2014 BNA
006621-08 MAK128C 03/28/2014 05/28/2014 BNA

ARDL Inc Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

SEMIVOLATILE FRACTION — METHOD 8270C

Eight (8) tissue (sea cucumber) samples were received by ARDL, Inc. on April 29, 2014, for 8270C analysis.

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 5 grams was used for extraction resuiting 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.

INTERNAL STANDARDS

internal standard recoveries were acceptable for all analyses.
LCS
The LCS analysis met the recovery criteria.

MATRIX SPIKE/MATRIX SPIKE DUPLICATE

The MS/MSD analysis was performed on sample MAK123C and met criteria.

METHOD BLANKS

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

Page 1 0of 2
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ORGANIC ANALYSIS CASE NARRATIVE
Corps of Engineers — ERDC, Vicksburg Date: 6/04/14
ARDL Report No.: 6621 Lab Name: ARDL, Inc.
Project Name: MAKAU MILITARY RESERVATION OAHU (SEA CUCUMBER)
Samples Received at ARDL: 04/29/2014

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. lt indicates
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. ; /

Dean S. Dickerson
Technical Services Manager

Page 2 of 2
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COOLER RECEIPT REPORT
ARDL, INC.

ARDL #: /,é ZpJ / Cooler # Z/fé' J53

Number of Coolers in Shipment: __ =<

project V1 bace Tl Zd/hxf fow. Otiet - Dot Received: -2 F - 14
A. PRELIMINARY EXAMINATION PHASE: Date cooler was opened: 4}5 ‘?~/ié (Signature) M&“ L gL

1. Did cooler come with a shipping slip (GIrbill, €1C.)7...iiuii e e ettt e e @ NO
If YES, enter carrier name and airbill number here: ]K}(‘,g(/.«égzé (/,ja/j /a{)dﬁﬁt7 5&75 Q
2. Were custody seals on outside 0f COOIBI?.........ccoiiiiii i e NO N/A
How many and where? //éﬁmﬁ) ,Seal Date: ‘/'gf" _Seal Name: 7 B ‘
3. Were custody seals unbroken and intact at the date and time of arrival?............cccooiiiiii YE/_S?J NO
4. Did you screen samples for radioacthity USING @ GIGEN COUNLBIT?. .. ociiiieeiiiri it rtre et ee et bees e e e san s ene ¥ES” NO
5. Were custody papers sealed in a plastic bag and taped inside t0 the lid?...........ccvivvn v e ane YES @
6. Were custody papers filled out properly (ink, Signed, 81C.)7 ...t et e e s YES NO A
7.  Were custody papers signed in appropriate place by ARDL PEISONNEIZ.........civiiviiiiieiiiievercenreaniiiniaeenssesinsessresensresenensenne YES NO @
8. Was project identifiable from custody papers? If YES, enter project name at the top of this form..............oo i, YES NO @
9. Was a separate container provided for measuring temperature? YES______NO _f__ Cooler Temp. _ 4.3 C

B. LOG-IN PHASE; Date samples were logged-in: ARG 1 (Signaturewﬁd¢7@

10. Describe type of packing in cooler: ,%:”/V

11. Were all bottles sealed in separate plastiCc DAGS? .....cviiierciiii e e et b te s ebese e srereseares YES (NO ), N/A
12. Did all bottles arrive unbroken and were labels in good condition? ....................................................................................... YES”, NO
13. Were bottle labels complete?..............................' .................................................................................................................... ES ) NO
14. Did all bottle labels agree with custody papers? .............. /V/( ........ )&’ «@ﬁ"ﬂ":j ........................................................ YES NO
15. Were correct containers used for the tests indicated? .........c..c..ccccennns et r b eh et g et a e s Ea et R e e nan b eenent e raseeseenned @ ” NO
16. Was pH_correct 0N PrESEIVEd Waler SAMPIESP......viii ittt ettt esb e s st esae e e abe s ibesteasestesraeres e sne st b abeestenenrans YES NO @
17. Was a sufficient amount of sample sent for tests indicated?...........ovce i s (YES? NO
18. Were bubbles absent in VOA samples? If NO, list by sample #: YES NO (NA
19. Was the ARDL project coordinator notified qf any defiCiENCIES ..ot e e e YES NO @
Comments and/or Corrective Action: Sample Transfer
Fraction Fraction
Arggg Area #

Nppus 8.5
By

On On

Y29/

By

(By: Signature) Date;

MAADMINVFORMS\COOLER RECEIPT REPORT.doc  Rev. 05/07/07
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006621 Report Date: 06/02/2014
Project Name: MAKAU MILITARY RESER Analysis: BNA'S (METHOD 8270) |
Project No.: Analytical Method: 8270C |
NELAC Certified - IL100308 Prep Method: 3550A l
' I
Field ID: MAK121C ARDL Lab No.: 006621-01 |
Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0529407 |
Sample Date: 03/28/2014 Received Date: 04/29/2014 ]
Sample Time: 1035 Prep. Date: 05/28/2014 |
Matrix: TISSUE Analysis Date: 05/29/2014 |
Amount Used: 5 g Instrument ID:  AGS
Final Volume: 1 mL QC Batch: B10215 |
% Moisture: No Moisture Present Level: LOW
!
Method Reporting Data Dilution |
Parameter Limit Limit  Result Flag Units Factor ]
|
Dimethylphthalate 200 1000 ND ua/Ka 1
Diethylphthalate 200 1000 ND UG/XKG 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-d5s 30-130 61%
| 2-Fluorobiphenyl 30-130 85% ]
| Terphenyl-dl4 30-130 85% |
1

I

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

Sample 006621-01, BNA'S (METHOD 8270)

ARDL Inc Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

ard limits.

Page 1 of 1
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ARDL, INC.

400 Aviation Drive;

P.O. Box 1566

Mt. Vernon, Illinois 62864

| Terphenyl-dl4

Lab Report No: 006621 Report Date: 06/02/2014
f

| Project Name: MAKAU MILITARY RESER Analysis: BNA'S (METHOD 8270)
| Project No.: Analytical Method: 8270C |
| NELAC Certified - IL100308 Prep Method: 3550A
| |
| Field ID: MAK122C ARDL Lab No. : 006621-02 |
| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0529408 |
| Sample Date: 03/28/2014 Received Date: 04/29/2014 {
| Sample Time: 1301 Prep. Date: 05/28/2014
| Matrix: TISSUE Analysis Date: 05/29/2014 |
| Amount Used: 5 g Instrument ID:  AGS5
| Final Volume: 1 mL QC Batch: B10215 {
| % Moisture: No Moisture Present Level: LOW |
| !
| Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Pactor |
| |
| 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 l
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-ds 30-130 51% |
| 2-Fluorobiphenyl 30-130 80% |

30-130 84% 1

|

I

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

Sample 006621-02, BNA'S (METHOD 8270)

ARDL Inc

Report Number 6621 - Sea Cucumber - Semivolatiles 8270C
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006621 Report Date: 06/02/2014
Project Name: MAKAU MILITARY RESER Analysis: BNA'S (METHOD 8270) |
Project No.: Bnalytical Method: 8270C
NELAC Certified - IL100308 Prep Method: 3550A l
l
Field ID: MAK123C - ARDL Lab No.: 006621-03 l
Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0529409 ‘
Sample Date: 03/28/2014 Received Date: 04/29/2014 |
Sample Time: 1406 Prep. Date: 05/28/2014 |
Matrix: TISSUE Analysis Date:  05/29/2014 |
Amount Used: 5 g Instrument ID:  AG5 [
Final Volume: 1 mL QC Batch: B10215 |
% Moilsture: No Moisture Present Level: LOW |
|
Method Reporting Data Dilution |
Parameter Limit Limit  Result PFlag 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/KE 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 41% [
| 2-Fluorobiphenyl 30-130 74%
| Terphenyl-dl4 30-130 86% |
!

l

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

Sample 006621-03, BNA'S (METHOD 8270)

ARDL Inc Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

ard limits.

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

Lab Report No: 006621 Report Date: 06/02/2014

| Project Name: MAKAU MILITARY RESER Analysig: BNA'S (METHOD 8270) (

| Project No.: Analytical Method: 8270C |

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

i Field ID: MAK124C : ARDL Lab No. : 006621-04 (

| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0529412 ]

| sample Date: 03/28/2014 Received Date: 04/29/2014 |

| Sample Time: 1520 Prep. Date: 05/28/2014 |

| Matrix: TISSUE Analysis Date: 05/29/2014

| Amount Used: 5 g Instrument ID:  AGS [

| Final Volume: 1 mL QC Batch: B10215

| % Moisture: No Moisture Present Level: LOW

l !

| Method Reporting Data Dilution |

| Parametexr 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 47% 1

| 2-Fluorobiphenyl 30-130 78% |

| Terphenyl-dil4 30-130 82% |
l

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

Sample 006621-04, BNA'S (METHOD 8270) Page 1 of 1
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ARDL,

400 Aviation Drive;
Illinois

Mt. Vernon,

Lab Report No: 006621

Report Date:

INC.

P.O. Box 1566
62864

06/02/2014

Project Name: MAKAU MILITARY RESER

Analysis: BNA'S

(METHOD 8270)

| Terphenyl-dl4

| |
|  Project No.: Analytical Method: 8270C
| NELAC Certified - IL100308 Prep Method: 3550A |
| |
| Field ID: MAK125C ARDL Lab No.: 006621-05
| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0529413 |
| Sample Date: 03/28/2014 Received Date: 04/29/2014
| Sample Time: 1530 Prep. Date: 05/28/2014 |
| Matrix: TISSUE Analysis Date: 05/29/2014
| Amount Used: 5 g Instrument ID:  AGS5 |
| Final Volume: 1 mL QC Batch: B10215 |
| % 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 39% |
| 2-Fluorobiphenyl 30-130 76% l
30-130 83% |
l

Surrogate recoveries marked with '#*!

Sample 006621-05, BNA'S (METHOD 8270)

ARDL Inc

Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

indicates they are outgide standard limits.
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ARDL,

400 Aviation Drive;
Illinois

Mt. Vernon,

Lab Report No: 006621

Report Date:

INC.

P.O. Box 1566
62864

06/02/2014

Project Name: MAKAU MILITARY RESER

Analysis: BNA'S (METHOD 8270)

l
! Project No.: Analytical Method: 8270C ]
| NELAC Certified - IL100308 Prep Method: 3550A
|
} Field ID: MAK126C ARDL Lab No. : 006621-06 |
| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0529414
| Sample Date: 03/28/2014 Received Date: 04/29/2014 |
| Sample Time: 1547 Prep. Date: 05/28/2014 |
| Matrix: TISSUE Analysis Date: 05/29/2014
| Amount Used: S g Instrument ID:  AG5
| Final Volume: 1 mL QoC Batch: B10215 |
| % 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
| Nitrobenzene-ds 30-130 33% |
| 2-Fluorobiphenyl 30-130 64%
[ Terphenyl-d14 30-130 85% |
I

Surrogate recoveries marked with '*!

Sample 006621-06, BNA'S (METHOD 8270)

ARDL Inc

Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

indicates they are outside standard limits.
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ARDL,

400 Aviation Drive;
Illinois

Mt. Vernon,

Lab Report No: 006621

Report Date:

INC.

P.O. Box 1566
62864

06/02/2014

Project Name: MAKAU MILITARY RESER

Project No.:

Analytical Method: 8270C

Analysis: BNA'S (METHOD 8270)

| Terphenyl-d14

| I
| |
| NELAC Certified - IL100308 Prep Method: 3550A |
| l
| Field ID: MAK127C ARDL Lab No.: 006621-07
| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0529415
| Sample Date: 03/28/2014 Received Date: 04/29/2014 [
] Sample Time: 1610 Prep. Date: 05/28/2014 ]
| Matrix: TISSUE Analysis Date: 05/29/2014
| Amount Used: 5 g Instrument ID:  AGS |
| Final Volume: 1 mL ‘QC Batch: B10215 |
[ % Molisture: 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/XG 1
| Pyrene 200 1000 ND UG/KG 1
| bis(2-Ethylhexyl)phthalate 200 1000 ND Ua/KG 1
| Di-n-octylphthalate 200 1000 ND UG/KG 1
| l
| SURROGATE RECOVERIES: Limits Results [
|Nitrobenzene-ds 30-130 38% |
| 2-Fluorobiphenyl ° : 30-130 73%

30-130 83% |

|

Surrogate recoveries marked with !'*!

Sample 006621-07, BNA'S (METHOD 8270)

ARDL Inc

Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

indicates they are outside standard limits.

Page 1 of 1
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400 Aviation Drive;
Mt. Vernon,

Lab Report No: 006621

ARDL, INC.

Report Date:

Illinois

P.O. Box 1566

62864

06/02/2014

Project Name:

MAKAU MILITARY RESER

Analys

is: BNA'S

(METHOD 8270)

| Terphenyl-d14

i l
| Project No.: Analytical Method: 8270C
| NELAC Certified - IL100308 Prep Method: 3550A |
! l
| Field ID: MAK128C ARDL Lab No.: 006621-08 |
| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0529416 |
| Sample Date: 03/28/2014 Received Date: 04/29/2014 ]
| Sample Time: 1643 Prep. Date: 05/28/2014 ]
| Matrix: TISSUE Analysis Date: 05/29/2014
| Amount Used: 5 g Instrument ID:  AG5 |
| Final Volume: 1 mL QC Batch: B10215 |
| % Moisture: No Moisture Present Level: LOW
l 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 |
l l
| SURROGATE RECOVERIES: Limits Results
| Nitrobenzene-ds 30-130 34% [
| 2~Fluorobiphenyl 30-130 63% |
30-130 80% [
I

Surrogate recoveries marked with '+

Sample 006621~-08, BNA'S

ARDL Inc

(METHOD 8270)

Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

indicates they are outside standard limits.

Page 1 of 1
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ARDL Inc

QC Summary Forms

Surrogate Summary, if applicable
Spike Blank and/or MS Summary
Blank Results & Blank Summary, if applicable

ISTD Area Summary, if applicable

Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

Rev. 1.1

Page 21 of 141



2C
SEA CUCUMBER SEMIVOLATILE SURROGATE RECOVERY

Lab Name: ARDL, INC. Contract: ---
Lab Code: --- Case No.: --- SAS No.: —-—- SDG No.: ~—-
EPA Sl 52 S3 S4 S5 S6 TOT
SAMPLE NO. (NBZ) #|(FBP) #[(TPH) #| ( ) #| ( ) #| ( ) #|oUT
01| BLANK B10215 77 86 84 0
02| SPBK B10215 72 81 88 0
03| MAKl21C 61 85 85 0
04| MAK122C 51 80 84 0
05| MAK123C 41 74 86 0
06| MAK123CMS 62 84 86 0
07| MAK123CMSD 72 84 86 0
08| MAK124C 47 78 82 0
09| MAK125C 39 76 83 0
10| MAK1l26C 33 64 85 0
11| MAK127C 38 73 83 0
12| MAK128C 34 63 80 0
13
14
15
16
17
18
19
20
21
22
23
24
25
26
27
28
29
30
QC LIMITS
31 Nitrobenzene-db ( 30 - 130)
32 2-Fluorobiphenyl ( 30 - 130 )
53 Terphenyl-dld ( 30 - 130 )
sS4 ( - )
S5 ( - )
56 { - )
# 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 sSv-1 3/90
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Lab Name:

Lab Code: -

Lab File ID:

Instrument ID:

Matrix:

Level:

(soll/water)

(low/med)

4B

SEMIVOLATILE METHOD BLANK SUMMARY

ARDL, INC. Contract: —--—-
- Case No.: --- SAS No.: —--—-
E0529403 Lab Sample ID:
AGbH Date Extracted:

SEA CUCUMBER

—— Time Analyzed:

EPA SAMPLE NO.

BLANK B10215

Date Analyzed:

SDG No.: ——-

006621-03B1
05/28/14
05/29/14

10:42

ARDL Inc

THIS METHOD BLANK APPLIES TO THE FOLLOWING SAMPLES, MS, AND MSD:

LAB LAB DATE

BEA SAMPLE NO. SAMPLE ID FILE ID ANALYZED
01| SPBK B10215 006621-03K1 E0529404 05/29/14
02| MAK121C 006621-01 E0529407 05/29/14
03| MAK122C 006621-02 E0529408 05/29/14
04| MAK123C 006621-03 E0529409 05/29/14
05| MAK123CMS 006621-03MS E0529410 05/29/14
06| MAK123CMSD 006621-03MD E0529411 05/29/14
07] MAKlz4cC 006621-04 E0529412 05/29/14
08| MAK125C 006621-05 E0529413 05/29/14
08 MAK126C 006621-06 E0529414 05/29/14
10y MAK127C 006621-07 E0529415 05/29/14
11| MAK128C 006621-08 E0529416 05/29/14
12
13
14
15
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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METHOD BLANK REPORT

Inc.
Mt. Vernon,

ARDL,

Lab Report No: 006621

400 Aviation Drive;
Illinois

P.O. Box 1566
62864

Report Date: 06/02/2014

Project Name: MAKAU MILITARY RESER
Project No.:

NELAC Certified - IL100308

Analysisi BNA'S (METHOD 8270)

Analytical Method: 8270C
Prep Method: 3550A

ARDL Lab No.: 006621~03B1

| Texrphenyl-di4

l |
| |
l |
| |
| Field ID: NA |
| Desc/Location: NA Lab Filename: E0529403 }
| sample Date: NA Received Date:  NA |
| Sample Time: NA Prep. Date: 05/28/2014 |
| Matrix: QC Material . Analysis Date: 05/29/2014 |
| Amount Used: 5 g Instrument ID:  AGS |
| Final Volume: 1 mL QC Batch: B10215
| % Moisture: NA Level: LOW 1
| |
| Method Reporting Data |
| Parameter Limit Limit Result Flag Units |
| |
| Dimethylphthalate 200 1000 ND UG/KG
| Diethylphthalate 200 1000 ND UG/KG
| Pi-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 77%
| 2-Fluorobiphenyl 30-130 86% |
30-130 84%
|

|

Surrogate recoveries marked with

Blank for Run B10215, BNA'S

ARDL Inc

(METHOD 8270)

Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

"% indicates they are outside standard limits.

Page 1 of 1
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ARDL Inc

SEMIVOLATILE INTERNAL

8B

STANDARD AREA AND RT SUMMARY

Lab Name: ARDL, Inc. Contract: ---
Lab Code: —--- Case No.: —--- SAS No.,: —--- SDG No.: =---
Lab File ID (Standard):E0528406 Date Analyzed: 05/28/14
Instrument ID: AGH Time Analyzed: 13:19
IS1(DCB) IS2 (NPT) IS3 (ANT)
AREA #| RT 4 AREA #| RT # AREA # RT #
12 HOUR STANDARD 2313018 7.05 9193955 9.01 4819437 11.90
UPPER LIMIT 4626036 7.55 18387910 9.51 9638874 12.40
LOWER LIMIT 1156509 6.55 4596978 8.51 2409719 11.40
EPA SAMPLE NO.
1| BLANK B10215 2337022 -7.05 9078323 9.00 4741694 11.89
2| SPBK B10215 2087765 7.05 8191306 9.00 4285678 11.89
3] MAKl21cC 2600105 7.05 10003339 9.00 5242798 11.89
41 MAK122C 2409317 7.05 9287799 9.00 4914730 11.89
51 MAK123C 2439085 7.05 9387418 9.00 4971616 11.89
6] MAK123CMS 2544185 7.05 9692184 9.00 5070717 11.89
7| MAK123CMSD 2493847 7.05 9571759 9.01 5075410 11.89
8| MAK124cC 2449626 7.05 9473933 9.00 5035933 11.89
91 MAK125C 2409168 7.05 9205822 9.00 4843188 11.89
10] MAKl2eC 2485371 7.05 9529655 9.00 5004338 11.89
11] MAK127C 2453601 7.05 9433366 9.00 5020417 11.89
12| MAK128C 2409589 7.05 9401641 9.00 4954372 11.89
13
14
15
16
17
18
19
20
21
22
IS1 (DCB) = 1,4-Dichlorobenzene-d4
IS2 (NPT) = Naphthalene-ds
I33 (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 Sv-1 3/90

Report Number 6621 - Sea Cucumber - Semivolatiles 8270C
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ARDL Inc

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) :E0528406 Date Analyzed: 05/28/14
Instrument ID: AGS Time Analyzed: 13:19
IS4 (PHN) IS5 (CRY) 186 (PRY)
AREA # RT # AREA # RT AREA RT
12 HOUR STANDARD 7597694 14.44 7793304 19.71 9115539 24.78
UPPER LIMIT 15195388 14.94 15586608 20.21 18231078 25.28
LOWER LIMIT 3798847 13.94 3896652 19.21 4557770 24,28
EPA SAMPLE NO.
1|BLANK B10215 7468262 14.44 8067378 19.69 8746429 24.77
21SPBK B10215 6867300 14.44 7061282 19.70 8073244 24.78
3|MAK121C 8267861 14.44 9126536 19.70 9564114 24.78
4|MAK122C 7763744 14.44 8631926 19.70 9133774 24.78
5|MAK123C 7839859 14.44 8786297 19.70 9171084 24,78
6]MAK123CMS 7913081 14,44 8462562 19.71 9434566 24.78
7|MAK123CMSD 7913613 14.44 8503647 19.71 9494961 24.78
8|MAK124C 8001845 14.44 8851762 19.70 9512362 24,78
9|IMAK125C 7691645 14.44 8596707 19.70 8977380 24.78
10{MAK126C 7801845 14.44 8591465 19.70 9150712 24.78
11|MAK127C 7967684 14.44 8828607 19.70 9391142 24.78
12|MAK128C 7995291 14.44 9037013 19.70 9476613 24.78
13
14
15
16
17
18
190
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
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Sample Preparation

Information
(Not Applicable for VOA Purge and Trap Method)

Rev. 1.1
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3550
8270 BNA Tissues

DATE : 05/ 28 / 2014 BATCH # B10215
CUST: Makau Military Reservation Oahu ARDL # 6621

SAMPLES: BLK; SP BLK; 6621-1 thru 8
QC SAMPLE: 6621-3ms/msd

SOLVENT USED: MeCL, # 0000075412
REAGENTS USED: Na,SO, # 0000066287

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

SPIKE # 16511 CONC 250 PPM _ X__ AMOUNT 100 uL _ X__

EXTRACTION METHOD: SONICATION __X__ MED/LEVEL______ DILUTION ___
FINAL VOLUME 1 mL

EXTRACTION PERSONNEL: SMN, GJC, JAD

SPIKER: SMN WITNESS: GJC
SAMPLE # WEIGHT/G | pH Vi SAMPLE # WEIGHT/G | pH | Vf
BLK 5009 |- 1 mL
SP BLK 5.00 g ‘ ‘
6621-1 497 g ‘ *
6621-2 5.01¢g ¢ “
6621-3 5.00 g ‘ “
6621-3ms 4.96 g ! ‘
6621-3msd 5.04 g ! -
6621-4 5.04 g ‘ “
6621-5 5.04 g ‘ ‘
6621-6 4.98 g “ “
6621-7 4.99 g “ !
6621-8 4.99 g ‘ “
RECEIVED BY: %K DELIVERED BY: \g (‘f\}\/
DATE: 613818@\H pate, S 28 /(‘{
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Part #: 71480 Laboratory Use Only See MSDS

Lot#. 120111 Exp: 120116 Storage 4 'C

?} Diisopropyl methylphosphonate
Py

PR, |
Sk

N

| 1| I;L.,‘I‘I I

| I/I\U’L\\_

| I Part# 71475 |aboratory Use Only kSeqj)(AS .

[623/-4

|| Lot 051011 EXp: 051016 Storagé 4fc
R  Dimethyl methylphosphonate 4 \ﬂ
1mL

1000 ug/mL in methanol

e gr——

N

|

73275 "
DATE RECEIVED:. &//a///

J—

Lot: LB30026
10‘3& Fm HSUPEL

585 North Harson Road o Bel!e!onl
168230048 USA @ Phone 814-359- 1

T T T A O T T O By

ABSOLUTE STANDARDS, INC. = 800- 368-1131
\
P _ /”‘,’,\\\ R W
/
NOTEBOOK INSERT LABEL /
Pl Semi-Volatile Base-Neutral Surrogate Spike Mix 4- 8935 ‘ . /i’ /
EXP:; NOV/2013  STORAGE: REFRIGERATE 1x ml l =

‘;“23 /] ’7525’

Part #:

70373 L aboratory Use Only - See MSDS \
Lot# 060711 Exp: 060716
—~.§»

/]

Storage 4 °C "

el 14 Dioxane
! 2

1000 ug/mL in methanol 1m
ABSOLUTE STANDARDS, INC. * 800- 368-1

é?

e
-

D e A

/
(]
A\

/42

A8

/528 5]

&

1- Methvlnaphthalene

1000 ug/mL in methanol
ABSOLUTE STANDARDS INC

L]
[Part#: 10007 < SiaboratfriUse Oi v
Lot# 100909 % %Exp 10%% Z/
CLP Semi-Volatil'' o PAH Y ard e
@% 17 components. ~ %3/ \ )
2000 uglmL |n me\hylene chlor e i
L A \ /
Part #: ?031-3 Laboratory Use & y See M ’
Lot# 020108 Exp: 020113 Storaae 4° ' ]

\ i

NN

3ar’t #

Lot #:.

YA 2

70214
060109

Lp ot/ 20/}

1000 ugImL in meth

”l 1\/
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RESTEK

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

Fax: (814)353-1309

www.Restek.com

Certificate of Analysis

Catalog No. :

Description :

Container Size : §
Expiration Date :

2. Elution Order-- | -

AN AW N e

Solvent:

Columin:
30m x.25mmx.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.

e
¥

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
2mL Pkg Amt:5_>1mL

October 2015 Storage:  10°C or colder

Percent 2 Grav. Cong.

?%i,,;?,,;,,:, —— = " Purity-— |- (weightivolume)— -

Grav.Uncert. 4

o (96% Gk K=2) o

Dimethylphthalate 131-11-3 99% 2,000.0 ug/mlL +-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 9% 2,000.0 ug/mL +/-11.6 ug/mL
Di-n-octyl phthalate - 117-84-0 99% 2,000.0 ug/mL +/~11.6 ug/mL
Methanol 67-56-1 99%
%
>
m o
a4 ™
N
— L S e B R " J s
0 5 10 16 20 25 3t
Minutes
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Catalog # 31615
GC/MS Tuning Mixture

1000 ug/ml. each in Methylene Chicride
Lot# A082905  Exp. Date: 012018  Store: 10°C or colder
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RESTEK L

Reforence Materlal Producer

Certifimta#32220t

110 Benner Circle

‘ Bellefonte, PA 16823-8812 ' i,
RS2
Tel: (800)356-1688 3\\::\_:5/_‘/4
Fax: (814)353-1309 cRA
s
iFi 1 ’.; ///:;\\ ISONEC 17025 Accredited
www.restek corm Certificate of Analysis o e

FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.

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

5

Catalog No.: 31615 Lot No.: A092905 "

Description : GC/MS Tuning Mixture

GC/MS Tuning Mixture 1000ug/mL, Methylene Chloride, 1ml/amput

Container Size : 2mL Pkg Amt: >1mL
Expiration Date :  January 2016 Storage: 10°C or colder

CERTIFIED VALUES

" Grav. Cone. ’ Expanded Uncertainty
= (weightivolume)~ : e

Compound

1,000.0 pg/mL +- ng/mL Gravimetric

1 Pentachlorophenol . . )
CAS#  87-86-5 . +- 352615 pg/mL Unstressed
Purity  99% +- 60.8566 pg/mL Stressed
2 DFTPP (Decafluorotriphenylphosphine) 1,000.0 pg/mL +-  5.8275 pg/mL Gravimetric
CAS#  5074-71-5 +-~ 352615 pg/mL Unstressed
Purity  99% ) +- 60.8566 pg/mL Stressed
3 Benzidine 1,000.0 pg/mL +-  5.8275 pg/mL Gravimetric
CAS#  92-87-5 ) +- 352615 pg/ml Unstressed
Purity  99% +-  60.8566 pg/mL Stressed
4 4,4-DDT 1,000.0 pg/mL +-  5.8275 pg/mL Gravimetric
.CAS#  50-29-3 +/- 352615 pg/mL Unstressed
Purity  99% +-  60.8566 pg/mlL Stressed

Solvent:  Methylene Chloride
CAS # 75-09-2
Purity 99%
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1S0 Guide 34 Accradited
Reference Materdal Producer
Certificata $322201

(: RESTEK CERTIFIED REFERENCE MATERIAL &

" 110 Benner Circle '
Bellefonte, PA 16823-8812 i i Wy, S
Tel: (800)356-1688 Certificate of Analysis 8 &*
Fax: (814)353-1309 . i!BEMEAE @?_ﬂ
. ;/,.:/_//'—’\\—_qi\ I1s00EC 17025 Accredited
www.restek.com o, lﬁ\\ R Tstng Labortory

FOR LABORATORY USE ONLY-READ SDS 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.

Catalog No.: 31850 Lot No.: A0100278 " .

Description : 8270 MegaMix®

8270 MegaMix® 500-1000 pg/mi, Methylene Chloride, 1 mli/fampul

Container Size : 2mL Pkg Amt: _>1mlL
Expiration Date :  June 30, 2015 Storage:  0°C or colder
Handling: Sonication required. Mix is photosensitive.

(- 1 Pyridine 1,000.0 pg/mL H- 63027 pg/ml,  Gravimetric
CAS#  110-86-1 (Lot 09882HH) ‘ /- 27.6979 pg/mL Unstressed
Purity  99% +- 27.6979 pg/mL Stressed
2 N-Nitrosodimethylamine 1,000.0 pg/ml +- 63027 pg/mL Gravimetric
CAS#  62-75-9 (Lot 909500) +- 27.6979 pg/ml Unstressed
Purity  99% . +- 27.6979 pg/mlL Stressed
3 Aniline ' 1,000.0 pg/mL +- 63027 pg/mL Gravimetric
CAS#  62-533 | (Lot BCBF4299V) +-  27.6979 pg/mL Unstressed
Purity  99% +- 276979 pginl. Stressed
4 Phenol 1,000.0 pg/mL +- 6.3027 pe/mL Gravimetric
CASi#  108-95-2 (Lot BCBC0688) +-~ 27.6979 pg/mL Unstressed
Purity  99% . +- 27.6979 ng/mL Stressed
5 Bis(2-chloroethyl)ether 1,000.0 pg/mL +- 6.3027 pg/mL Gravimetric
CAS#  111-44-4 (Lot 45296HK V) +- 27.6979 pg/ml Unstressed
Purity  99% +- 276979 pg/mL Stressed
6 2-Chlorophenol 1,000.0 pg/ml +- 6.3027 pg/ml, Gravimetric
CAS#  95-57-8 (Lot MKBD3900V) ’ +- 27.6979 pg/ml, Unstressed
Purity  99% ) +- 27.6979 pg/mlL Stressed
7 1,3-Dichlorobenzene 1,000.0 pg/mL +- 6.3027 png/ml, Gravimetric
CAS#  541-73-1 (Lot BCBC1891V) +- 27.6979 pg/mL Unstressed
Purity  99% +- 27.6979 pg/mL Stressed
8 1,4-Dichlorobenzene 1,000.0 pg/mL +- 63027 pg/mL Gravimetric
{ ‘ CAS#  106-46-7 (Lot MKBG7690V) +- 27.6979 pg/mL Unstressed
Purity  99% ‘ ’ +-  27.6979 tg/mL Stressed
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9 1,2-Dichlorobenzene 1,000.0 pg/mL +~ 6.3027 pg/mL Gravimetric
CAS#  95-50-1 (Lot 00245KB) +- 27.6979 pg/mL Unstressed
Purity  99% +/- 27.6979 pg/mlL Stressed

10 Benzy! alcohol 1,000.0 pg/mL +/- 63027 pg/mlL Gravimetric (
CAS#  100-51-6 (Lot 02236CC) +/- 27.6979 pg/mL Unstressed
Purity  99% +~ 27.6979 pg/mL Stressed

11 Bis(2-chloroisopropyDether 1,000.0 pg/mL +-  6.3027 pg/mL " Gravimetric
CAS#  108-60-1 (Lot LB93561V) +- 27.6979 pg/mL Unstressed
Purity  99% +/-  27.6979 pg/mlL Stressed

12 2-Methylphenol (o-cresol) 1,000.0 pg/ml +/- 6.3027 pg/mL Gravimetric
CAS#  95-48-7 (Lot 29996EK) +/~  27.6979 pg/mL Unstressed
Purity  99% +- 27.6979 pg/mL Stressed

13 Hexachloroethane 1,000.0 p g/mLs +/- 6.3027 pg/mlL Gravimetric
CAS#  67-72-1 (Lot 4H3SF) ¥ +- 276979 pg/mL Unstressed
Purity  99% +- 27.6979 pg/mL Stressed

14 N-Nitroso-di-n-propylamine _ 1,000.0 u g/nﬂ. +- 63027 pg/mL Gravimetric
CAS#  621-64-7 (Lot OPAGF-LS) +- 27.6979 pg/mL Unstressed
Purity  99% +- 27.6979 pg/mL Stressed

15 4-Methylphenol (p-cresol) 500.0 pg/mL +- 3.1575 - pg/mL Gravimetric
CAS#  106-44-5 (Lot 49396AFV) +/- 13.8504 pg/mL Unstressed
Purity  99% 4+~ 13.8504 png/mL Stressed

16 3-Methylphenol (m-cresol) 500.0 pg/mL +/-  3.1575 pg/mL Gravimetric
CAS#  108-39-4 (Lot 04627KA) +/- 13.8504 pg/mL Unstressed
Purity  99% +- 13.8504 pg/mL Stréssed

17 Nitrobenzene 1,000.0 pg/mL +- 63027 pg/mL Gravimetric .
CAS#  98-95-3 (Lot 65096APV) +- 276979  pgmL  Unstressed [
Purity  99% +-  27.6979 pg/mL Stressed

18 Isophorone 1,000.0 pg/mL +- 63027 pg/mL Gravimetric
CAS#  78-59-1 (Lot 06705DE) +/- 27.6979 pg/mL Unstressed
Purity  99% +- 27.6979 pg/mL Stressed

19 " 2-Nitrophenol 1,000.0 pg/ml +- 63027 pg/mL Gravimetric
CAS#  88-75-5 (Lot 02611AH) +- 27.6979 pg/ml Unstressed
Purity  99% +- 27.6979 pg/mL Stressed

20 2,4-Dimethylphenol 1,000.0 pg/ml +- 6.3027 ;lg/mL - Gravimetric
CAS#  105-67-9 (Lot 10165155) +- 27.6979 pg/mL Unstressed
Purity  99% +- 27.6979 pg/mL Stressed

21 Bis(2-chloroethoxy)methane 1,000.0 pg/mL +~ 63027 pg/ml Gravimetric
CAS#  111-91-1 (Lot 317200) +- 27.6979 pg/mL Unstressed
Purity  99% +- 27.6979 pg/mL Stressed

22 2,4-Dichlorophenol 1,000.0 pg/mL +- 63027 g/mL Gravimetric
CAS#  120-83-2 (Lot BCBH1617V) +-  27.6979 pg/mL Unstressed
Purity  99% +- 27.6979 pg/mL Stressed

23 1,2,4-Trichlorobenzene 1,000.0 pg/mL +- 63027 pg/ml, Gravimetric

" CAS#  120-82-1 (Lot 26896BM) +- 27.6979 pg/mL Unstressed

Purity  99% +- 27.6979 pg/mL Stressed

24 Naphthalene 1,000.0‘ pg/mL +-  6.3027 pg/ml, Gravimetric
CAS#  91-20-3 (Lot MKBF8633V) +/-  27.6979 pg/ml Unstressed x
Purity  99% +- 27.6979 pg/mL Stressed
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25 4-Chloroaniline 1,000.0 pg/mL +- 63028 pg/mL Gravimetric
CAS#  106-47-8 (Lot 12528PH) +- 27.6987 pg/mL Unstressed
Purity  98% +-  27.6987 pg/mL Stressed
(j' 26 Hexachlorobﬁtadiene 1,000.0 pg/mL +/-  6.3027 pe/ml Gravimetric
: CAS#  87-68-3 (Lot K22W009) +/-  27.6982 pg/mL Unstressed
Purity  97% +- 27.6982 pg/ml Stressed
27 2-Methylnaphthalene . 1,000.0 pg/mlL +- 6.3028 pg/mlL Gravimetric
CAS#  91-57-6 (Lot 19399MIV) +/- 27.6985 pg/mL Unstressed
Purity  96% +/-  27.6985 pg/ml Stressed
28 4-Chloro-3-methylphenol 1,000.0 pg/mL +- 6.3027 pg/mL Gravimetric
CAS#  59-50-7 (Lot STBCO769V) +/-  27.6979 pg/mL Unstressed
Purity  99% +/- 27.6979 pg/mL Stressed
29 1-Methylnaphthalene 1,000.0 pg/mlL, +- 6.3027 pg/mL Gravimetric
CAS#  90-12-0 (Lot 5250.00-10) 4 +- 27.6979 pg/mL, Unstressed
Purity  99% +- 27.6979 pg/mL Siressed
30 Hexachlorocyclopentadiene 1,000.0 pg/mlL +~ 6.3025 pg/mL Gravimetric
CAS# 77474 (Lot 14752) +~  27.6970 pg/mL Unstressed
Purity  98% +- 27.6970 pg/mL Stressed
31 2,4,6-Trichlorophenol 1,000.0 pg/mL +- 63027 pg/mL Gravimetric
CAS#  88-06-2 (Lot MKBH?7393V) +- 276979 pg/mlL Unstressed
Purity  99% +- 27.6979 pg/mlL Stressed
32 2,4,5-Trichlorophenol 1,000.0 pg/mL +- 6.3027 pg/mL Gravimetric
CAS#  95-95-4 (Lot MKBG3862V) +/- 27.6979 pg/mL Unstressed
Purity  99% +/- 27.6979 pg/ml Stressed
33 2~Chloronaphthalene 1,000.0 pg/mL +/- 63027 pg/ml Gravimetric
( CAS#  91-58-7 (Lot FIJ01) +- 27.6979 pg/ml Unstressed
Purity  99% +- 27.6979 pg/mL Stressed
34 2-Nitroaniline 1,001.7 pg/mL +/-  5.8240 pg/mL Gravimetric
: CAS#  88-74-4 (Lot MKBF9132V) +- 27.6377 pg/mL Unstressed
Purity  99% +-  27.6377 pg/ml Stressed
35 1,4-Dinitrobenzene 1,000.0 pg/mL +- 6.3027 png/mL Gravimetric
CAS#  100-254 (Lot S58502V) +-  27.6979 pg/mL Unstressed
Purity  99% +- 27.6979 pg/ml Stressed
36 Acenaphthylene 1,000.0 pg/mL +/- 6.3027 pg/mlL Gravimetric
CAS#  208-96-8 (Lot ER030707-01) H- 27.6979 pg/ml Unstressed
Purity  99% +-  27.6979 pg/mL Stressed
37 1,3-Dinitrobenzene 1,000.0 pg/mL +- 6.3027 pg/mL Gravimetric
CAS#  99-65-0 (Lot 0001338960) +/- 27.6982 pg/mL Unstressed
Purity  97% +- 27.6982 pg/mlL Stressed
38 Dimethylphthalate 1,000.0 pg/mL +- 6.3027 pg/ml, Gravimetric
CAS# 131-11-3 (Lot 10117699) +/~ 27.6979 pg/mL Unstressed
Purity  99% +-  27.6979 pg/ml, Stressed
39 2,6-Dinitrotoluene 1,000.0 pg/mL +-~ 6.3027 pg/mL Gravimetric
CAS#  606-20-2 (Lot 1437483V) : +/-  27.6979 pg/mL Unstressed
Purity  99% +- 27.6979 pg/mL Stressed
40 1,2-Dinitrobenzene 1,000.0 pg/mL +/- 63027 pg/ml, Gravimetric
( CAS#  528-29-0 (Lot MKBK2313V) +~  27.6979 pg/mL Unstressed
+/- 27.6979 pg/mL Stressed

Purity 9994
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41 Acenaphthene 1,000.0 pg/ml +- 6.3027 pg/ml Gravimetric
CAS#  83-32-9 (Lot MKBH3748V) +- 27.6979 pg/mL Unstressed
Purity  99% - 27.6979 ug/mL Stressed

42 3-Nitroaniline 1,000.1 pg/mL +-  5.8145 pg/mL Gravimetric
CAS#  99-09-2 (Lot MKBHS5131V) i +- 27.5928 pg/mL Unstressed
Purity  97% +-  27.5928 pg/mL Stressed

43 2,4-Dinitropheno! 1,000.0 pg/mL +- 63027 pg/ml, Gravimetric
CAS#  51-28-5 (Lot MKBHO0709V) +-  27.6979 pg/mL Unstressed
Purity  99% +- 27.6979 pg/mL Stressed

44 Dibenzofuran 1,000.0 pg/mL +- 6.3027 ug/mL Gravimetric
CAS#  132-64-9 (Lot MKBG6507V) -+~ 27.6979 pg/mL Unstressed
Purity  99% +- 27.6979 pg/mL Stressed

45 2,4-Dinitrotoluene 1,000.0 pg/ml, +- 63027 pg/mL Gravimetric
CAS# 121-14-2 (Lot MKAAO0690V) s +- 27.6979 pg/ml Unstressed
Purity  99% +~ 27.6979 pg/mL Stressed

46 4-Nitrophenol 1,000.0 pg/mL +- 6.3027 pe/ml Gravimetric
CAS#  100-02-7 (Lot MKBF5564V) +~  27.6979 pg/mL Unstressed
Purity  99% +- 27.6979 pg/mL Stressed

47 2,3,4,6-Tetrachlorophenol 1,000.8 pg/mL +- 5.8187 pg/ml, Gravimetric
CAS#  58-90-2 (Lot ER100206-01) +/- 27.6129 pg/mL Unstressed
Purity  99% +- 27.6129 pg/mL Stressed

48 2,3,5,6-Tetrachlorophenol 10012 pgml - 58211 pg/ml  Gravimetric
CAS#  935-95-5 (Lot ER090607-01) +-~  27.6239 pg/mL Unstressed
Purity  99% +- 27.6239 pg/mL Stressed

49 Fluorene 1,000.0 pg/mL +- 6.3027 pg/mL Gravimetric
CAS#  86-73-7 (Lot 1326187) ' +/- 27.6979 pg/mL Unstressed
Purity  99% +- 27.6979 pg/mL Stressed

50 4-Chloropheriyl phenyl ether : 1,000.0 pg/mL +- 63027 pg/ml, Gravimetric
CAS#  7005-72-3 (Lot MKBKO0830V) +- 27.6979 pg/mlL Unstressed .
Purity  99% +H- 276979 pg/mL Stressed

51 Diethylphthalate 1,000.0 pg/mL +- 6.3027 pg/ml, Gravimetric
CAS#  84-66-2 (Lot MKBGO0599V) +- 27.6979 pg/mL Unstressed
Purity 99%, +/~  27.6979 pg/ml, Stressed

52 4-Nitroaniline 1,001.9 pg/mL +-  5.8251 pg/mL Gravimetric
CAs#  100-01-6 (Lot BCBG4702V) +- 27.6432 pg/ml Unstressed
Purity  99% H- 27.6432 pg/ml Stressed

53 4,6-Dinitro-2-methylphenol (Dinitro-o-cresol) 1,000.0 pg/mL +- 6.3027 pg/mL Gravimetric
CAS#  534-52-1 (Lot 13212DW) +- " 27.6979 pg/mL Unstressed
Purity  99% +-  27.6979 wg/mL, Stressed

54 Diphenylamine 1,000.0 pg/mL +- 6.3027 pg/ml Gravimetric
CAS#  122-39-4 (Lot 07525MF) : +-  27.6979 pg/mL Unstressed
Purity  99% +-  27.6979 pg/ml, Stressed

55 Azobenzene 1,000.0 pg/mL +H- 6.3027 pg/mL Gravimetric
CAs#  103-33-3 (Lot 121029ILM) ' +- 27.6979 pg/ml Unstressed
Purity  99% +/- 27.6979 pg/ml Stressed

56 4-Bromophenyl pheny! ether 1,000.0 pg/mL +- 6.3027 pg/mL Gravimetric
CAS#  101-55-3 (Lot STBB9729V) +- 27.6979 pg/mL Unstressed

+/-  27.6979 ng/mlL Stressed

Purity 99%
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57 Hexachlorobenzene 1,000.0 pg/mL +/~ 6.3027 pg/ml Grayimetric
CAS#  118-74-1 (Lot LB93343V) +-  27.6979 pg/mL Unstressed
Purity  99% +- 276979 pg/mL Stressed
(" 58 Pentachlorophenol 1,000.0 pg/mL +/- 6.3027 pg/mlL Gravimetric
CAS#  87-86-5 (Lot 17181) +/- 27.6979 pg/mL Unstressed
Purity  99% +/- 27.6979 pg/mL Stressed
59 Phenanthrene 1,000.0 pg/mL +/~ 6.3027 pg/mlL Gravimetric
. GAS#  85-01-8 (Lot MKBB7303V) +- 27.6979 pg/ml Unstressed
Purity  99% +/- 27.6979 pg/mL Stressed
60 Anthracene 1,000.0 pg/ml +/- 6.3027 pg/ml, Gravimetric
CAS#  120-12-7 (Lot 81296TIV) +- 27.6979 pg/mL Unstressed
“Purity  99% +/~  27.6979 pg/ml Stressed
61 Carbazole 1,000.0 pg/mL'x +/- 6.3028 pe/ml Gravimetric
CAS#  86-74-8 (Lot S42950-417) ¥ +- 27.6987 pg/mlL Unstressed
Puity  98% +/- 27.6987 pg/ml, Stressed
62 Di-n-butylphthalate 1,000.0 pg/mL +/-  6.3027 pg/mL Gravimetric
CAS#  84-74-2 (Lot MKBG1851V) +/- 27.6979 pg/ml Unstressed
Purity  99% +H- 27.6979 pg/mL Stressed
63 Fluoranthene 1,000.0 pg/mL +/- 6.3025 pg/mL Gravimetric
CAS#  206-44-0 (Lot 00828AY) +/- 27.6970 pg/mL Unstressed
Purity  98% +- 27.6970 pg/mlL Stressed
64 Pyrene 1,000.0 pg/ml, +- 6.3027 pg/mL Gravimetric
CAS#  129-00-0 (Lot 822012V) +- 27.6979 ig/ml Unstressed
Purity  99% +- 27.6979 pg/ml Stressed
65 Benzyl butyl phthalate 1,000.0 pg/mL +/- 63027 pg/ml Gravimetric
( CAS#  85-68-7 (Lot 03027HV) +- 276979 pg/mlL, Unstressed
Purity  99% +H- 27.6979 pg/mL Stressed
66 Bis(2-ethylhexyl)adipate 1,000.0 pg/mL +- 63027 pg/mL Gravimetric
CAS#  103-23-1 (Lot MKAA1388V) +- 27.6979 pg/ml Unstressed
Purity  99% +-~ 27.6979 pg/ml Stressed
67 " Benz(a)anthracene 1,000.0 pg/mL +- 63027 pg/mL Gravimetric
CAS#  56-55-3 (Lot ER121707-01) +- 27.6979 pg/mL Unstressed
Purity "99% +- 27.6979 pg/ml, Stressed
68 Chrysene 1,000.0 pg/mL +- 63027 peg/mL Gravimetric
CAS#  218-01-9 (Lot FR120810-02) +- 27.6979 pg/mL Unstressed
Purity  99% +-  27.6979 jg/mL Stressed
69 Bis(2-ethylhexyl)phthalate 1,000.0 pg/mL +- 6.3027 pg/mL Gravimetric
CAs#  117-81-7 (Lot MKBH9511V) +/- 27.6979 pg/ml. Unstressed
Purity  99% +-  27.6979 pg/ml. Stressed
70 Di-n-octyl phthalate 1,000.0 pg/ml. +- 6.3027 pg/ml Gravimetric
CAS# 117-84-0 - (Lot 36100) +- 27.6979 pg/mL Unstressed
Purity  99% +- 27.6979 pg/ml Stressed
71 Benzo(b)fluoranthene 1,000.0 pg/mL +- 6.3027 pg/mL, Gravimetric
CAS#  205-99-2 (Lot ER022008-02) +- 27.6979 ug/mL Unstressed
Purity  99% +-  27.6979 pg/ml Stressed
72 Benzo(l)fluoranthene 1,000.0 pg/mL +- 6.3027 ug/ml, Gravimetric
f CAS#  207-08-9 (Lot ER061608-02) +- 27.6979 pg/ml, Unstressed
Purity  99% +- 27.6979 pg/mlL Stressed
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73 Benzo(a)pyrene 1,000.0 pg/ml, +/- 6.3027 ng/ml Gravimetric

CAS#  50-32-8 (Lot ER071309-02) s +/- 27.6979 pg/ml, Unstressed
Purity  99% ' ) +- 27.6979 pg/mL Stressed

74 Indeno(1,2,3-cd)pyrene 1,000.0 pg/ml +-  6.3027 pg/ml Gravimetric
CAS#  193-39-5 (Lot ER082107-02) +- 276979  pg/ml  Unstressed |
Purity  99% +/- 27.6979 pg/mL Stressed

75 Dibenz(a,h)anthracene 1,000.0 pg/mL +- 63027 pg/mL " Gravimetric
CAS#  53-70-3 (Lot ER032211-01) - 27.6979 png/mL Unstressed
Purity  99% +/- 27.6979 pg/mL Stressed

76 Benzo(g,h,i)perylene 1,000.0 pg/mL - 6.3027 pg/ml  Gravimetric
CAS# 191242 (Lot ER020708-08) +- 27.6979 pg/mL Unstressed
Purity  99% +~  27.6979 pg/mL Stressed

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

Specific Reference Material Notes:
Product Notice
8270 MegaMix™, cat. #31850
The presence of benzene or other high boiling solvents can lead to low response,poor peak shape, or lack of resolution by gas
chromatography of certgin early
eluting semivolatile organic compounds at low concentrations. These compounds include pyridine, N-nitrosodimethylamine,
1,4-dioxane, 2-picoline, and N-nitrosomethylethylamine.
Therefore, we have discontinued the use of methylene chloride:benzene (75:25) as the solvent for this analytical reference material

and replaced it with 100% methylene chioride to ensure superior performance,

If you have any questions, please do not hesitate to contact our technical service department at 800-356-1688 or 814-353-1300
ext.4.

Restek Corporation

110 Benner Circle, Bellefonte, PA16823
phone: (800) 356-1688 or (814) 353-1300-
fax: (814) 353-1309; www.restekcorp.com

Tech Tips:
N-Nitrosodiphenylamine is prone to breakdown in the injection port and will be converted to diphenylamine.

N-Nitrosodiphenylamine is also a reactive species that can initiate premature decompaosition of other compounds in the mix. For
these reasons diphenylamine is used in the preparation of this mixture. When comparing the response of this compound to
mixtures manufactured using N-nitrosediphenylamine, a difference in response will be observed.
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110 Benner Circle

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

Certificate of Analysis

S TEK CERTIFIED REFERENCE MATERIAL

‘\‘\H[U/,,
S
et

S

g\‘»

[AccrEDITED]
150 Guide 34 Accredited

Reference Matesial Preducer
Centifiate §32220t

{accrEDiTED)

Fax: (814)353-1309 4 A
NN
www.restek.com ! '/11/, i u\\\\\ Certificata #3222.02
FOR LABORATORY USE ONLY-READ SDS PRIOR TO USE.
This Reference Malerial is infended for Laboratory Use Only as a standard for
the qualitative and/or quantitative determination of the analyte(s) listed.
Catalog No.: 31062 Lot No.: A098468  +~
Description : . B/N Surrogate Mix (4/89 SOW) ‘ '
‘Base Neutral Surrogate 4/83(SOW) 5000ug/mL, Methylene Chloride,
1mL/ampul L
Container Size : 2mL Pkg Amt: >1mL
Expiration Date:  September 30, 2019 Storage: 10°C or colder
Handling: Sonicate prior to use.
ES

. Compound

CERTIFIED VALU

'(weight{vglrl_inié)i

+/-

———Grav.Cont.——|— —

1 Nitrobenzene-d5 5,006.2 pg/mL 29.1065 Gravimetric
CAS#  4165-60-0 (Lot PR-20474) +- 230.3077 pg/mL Unstressed
Purity  99% +-  252.1387 pg/mL Stressed

2 2-Fluorobiphenyl 5,000.4 pg/mL +- 29.0728 pg/ml, Gravimetric
CAS#  321-60-8 (Lot B19Z016) +/- 230.0408 pg/mL Unstressed
Purity — 99% +-  251.8466 pg/ml, Stressed

3 p-Terphenyl-d14 4,999.8 pg/mL +- 29.0693 pg/mL Gravimetric
CAS#  1718-51-0 (Lot PR-20577) +~ 2300132  pg/ml. ' Unstressed
Purity  99% +-  251.8164 pg/mlL Stressed

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

Due to the limited solubility of p-terphenyl-d 14 in methanol, we do not recommend that this mixture be diluted in methanol.
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| SUPELCO
TI‘ a Ce C E RT ® Solutions within.”

Traceable Certified Reference Materials 595 North Harrison Road * Bellefonte, PA

16823-0048 USA - Phone(814)369-3441
Certificate of Analysis

Description: Semivolatile Internal Std Mix, 2x1ml, 2000pg/ml in dichloromethane

Part Number: CRM48902 .
Analytical Method Parameters:
Lot Number: LC03378V Column: SPB-5 30m x .53mm x 1.5um
L. 100°C (2 min) to 310°C (8 mi 10°C/mi
Expiration Date: October 2016 p ( mgit:ctor: an, ;“fg?c@ e

®
. Injection Volume: 1.0ul
Storage: Refrigerate ruection volume: %5

FID2 B, FID2B, Back Signal (0128D000043.D)
pA ]
1200 -
1000
8001
600
400
200+
(H__L L L,_}LQL - _ J
0,..|é....1|0....1]5.,.;2,0....2,5....3,0....mm
Certified Expanded
Lot CAS Certified Gravimetric Uncertainty Analytical Cone.
Elution Analyte Number Number Purity % Conc, pg/ml ug/ml ug/ml
1. 1,4-Dichlorobenzene-D4, CRM LB94999 3855-82-1 99.9 1998.5 +3.9 2009.6
2. Naphthalene-D8, CRM LB94261 1146-65-2 96.3 1999.6 +3.9 20902
Internal Standard N/A N/A N/A N/A N/A N/A
4, Acenaphthene-D10, CRM LB93879 15067-26-2 99.9 1997.6 +1.7 2019.0
5. Phenanthrene-D10, CRM LB95000 1517-22-2 98.7 1974.5 +2.6 1975.5
6. Chrysene-D12, CRM LB93880 1719-03-5 98.8 1976.2 +8.0 1901.1
7. Perylene-D12, CRM LB95001 1520-96-3 99.7 1994.0 +7.9 2018.6
Notes:

ﬂC[ Ass AC[ ﬂss ' Pmdlﬁgri:tg?yugmlcgge dred Page 1 of 2
ACCREDITED ACCHREDITED ISO/IEC 1 7025 and
Cert# AT-1607  Cert# AR-1606 150 Guide 34 SIGNA=-ALDRICHE’
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RESTEK

110 Benner Circle
Bellefonte, PA 16823-8812
Tel: (800)356-1688
Fax: (814)353-1309

Certificate of Analysis

FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.

www.Restek.com

Cataiog No.: 31031 Lot No.: A082358

Description : 606 Phthalate Esters Calibration Mix
SV Mix, 600 Series Method, 606 Calibration Std, phthalate esters,
2,000pg/ml, Methanol, 1ml/ampule

Container Size : i 2mL Pkg Amt:5_>1mL

Expiration Date :  October 2015 Storage:  10°C or colder

Grav. Conc. 3 Grav.Uncert. 4

Percent - 2

N E hjtlo "o,'f' e,r 7” (iOI'l‘IP o,u“dff B :’:ﬁ]ﬁ{y’f' ] if”’(W:éigﬁtlﬁiﬁn*e)'f — . ’f(9’5%fc:l:.’;"K'=72)'"'"""""’f
1 Dimethylphthalate 131-11-3 99% 2,000.0 ug/mL +/-11.6 ug/mlL
2 Diethylphthalate 84-66-2 939% 2,000.0 ug/mL +/~11.6 ug/mL
3 Di-n-butylphthalate 84-74-2 99% 2,000.0 ug/mL +/-11.6 ug/mL
4 Benzyl butyl phthalate 85-68-7 99% 2,000.0 ug/mL +~11.6 ug/mL
5 Bis(2-ethylhexyl)phthalate 117-81-7 99% 2,000.0 ug/mL +-11.6 ug/mL
6 Di-n-octyl phthalate 117-84-0 99% 2,000.0 ug/mL +-11.6 ug/mL
Solvent: Methanol 67-56-1 99%

Column:

30mx.25mm x.25um

Rix-5 (cat.#10223) ]

Carrier Gas:

hydrogen-constant pressure 10 psi. o

Temp. Program: ] > ©

40°C (hold 2 min.) to 330°C ] . ™

@ 10°C/min. {hold 10 min.} ] ’

N

Inj. Temp: ]

250°C ) i

Det. Temp: ]

330°C

Det. Type: |

FID 1

'"l“"*'L[“"I'L"I““l""
0 5 10 186 20 25 31

Minutes
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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

Sample Results

Chromatogram

Quant Report (If applicable)

Confirmation Analysis Quant Report / Chromatogram (If applicable)

Tentatively Identified Compounds (If required)

Rev. 1.1
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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)
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5B

SEMIVOLATILE ORGANIC GC/MS TUNING AND MASS CALIBRATION - DECAFLUOROTRIPHENYLPHOSPHINE

ARDL Inc

(DFTPP)
Lab Name: ARDL, Inc. Contract: --—-
Lab Code: --- Case No.: —--- SAS No.: --- SDG No.: ---
Lab File ID: E0528401 DFTPP Injection Date: 05/28/14
Instrument ID: AGS DFTPP Injection Time: 10:05
m/e| ION ABUNDANCE CRITERIA iéggﬁgiﬁf
51 30 - 80% of mass 198 37.0
68| Less than 2.0% of mass 69 0.0 (1)
69| (reference only) 33.1
70| Less than 2.0% of mass 69 0.6 (1)
127 25 - 75% of mass 198 53.3
197| Less than 1% of mass 198 0.0
198| Base Peak, 100% relative abundance 100.
199 5 - 9% of mass 198 6.8
275 10 - 30% of mass 198 22.3
365| Greater than 1% of mass 198 2.7
4411 0 - 100% of mass 443 86.9
4421 40 - 110% of mass 198 71.9
4431 15 - 24% of mass 442 21.9 (2)

DO~ oUW N

o]

10
11
12
13
14
15
16
17
18
19
20
21
22

(1)-vValue 1is %
THIS TUNE APPLIES TO THE FOLLOWING SAMPLES, MS, MSD,

Q.

mass 69

(2)-Value is %

Q.

mass 442
BLANKS, AND STANDARDS:

EPA SAMPLE NO. LAB LAB DATE TIME
SAMPLE ID FILE ID ANALYZED ANALYZED
BLANK STD 000 PPM STD £E0528402 05/28/14 10:33
BNA STD 005 PPM STD E0528403 05/28/14 11:14
BNA STD 010 PPM STD E0528404 05/28/14 11:55
BNA STD 020 PPM STD E0528405 05/28/14 12:37
BNA STD 030 PPM STD E0528406 05/28/14 13:19
BNA STD 040 PPM STD E0528407 05/28/14 14:02
BNA STD 060 PPM STD £E0528408 05/28/14 14:44
ICV STD 030 PPM STD E0528409 05/28/14 15:38
FORM V SV 3/90

page 1 of 1

Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

Page 64 of 141




DFTPP

‘Data Path C:\MSDCHEMN\INDATANOS5281 4N\
Data File E0528401.D

Acg On 28 May 2014 10:05
Operator PEK

Sample 50 PPM TUNE 16512

Misc AG-5 8270

ALS Vial ; 1 Sample Multipl

Integration File: FRED.P
Method
Title

. 8270 TUNE METHOD
Last Update

ier: 1

C: \MSDCHEM\1\METHODS\8270TUNPULSE . M

Wed Apr 16 11:23:29 2014

 TIC:E0528401.D

Abundance

1500000

1000000

500000
i OI T T [ T T T T | T T T T ’ ¥ T T IL T T T ll)lllpl |I IllL—-‘
Time—> 10,50 11.00 11.50 12.00 12.50 13.00 1350 1400 .
Abundance Average of 12156 to 12.162 min.: E0528401.D ()
: 198

140000

120000

442
100000
80000 2
27 255

60000 51

40000 110 275

20000 ‘ 167 J 24 295

a3

U TT |?ISI ({II I' ' II T I!|I|Iill T ||T“]lﬂ L T l’] r Illl Ill T l’! I l||| l]l?l‘rl I’: | l l‘]t.]lI ;}'II T I2|4I21 T ‘II I‘ T llll TTT ! |3|1|0132|3l:‘3:§5l315I|23IB:‘5| ]318I3Il 14D¢:? F l4|%l3ll T | t T I TTTT I 14I8lgl ] 1
mjz—> 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480
AutoFind: Scans 1083, 1084, 1085; Background Corrected with Scan 1074

| Target | Rel. to | Lower | Upper | Rel. | Raw | Result |

| Mass | Mass | Limit% | Limit% | Abn% | Abn | Pass/Fail |

| 51 | 198 | 30 | 80 | 37.0 | 54536 | PASS |

| 68 | 69 | 0.00 | 2 | 0.0 | 0 | PASS |

| 69 | 198 | ©0.01 | 100 | 33.1 | 48832 |  PASS |

| 70 | 69 | 0.00 | 2 | 0.6 | 315 |  PASS |

| 127 | 198 | 25 | 75 | 53.3 | 78562 |  PASS |

| 197 | 198 | 0.00 | 1 ] 0.0 | 0 | PASS |

| 198 | 198 | 100 | 100 | 100.0 | 147498 | PASS |

| 199 | 198 | 5 | 9 | 6.8 | 9966 |  PASS 1

| 275 | 198 | 10 | 30 | 22.3 | 32933 |  PASS |

| 385 | 198 | ©0.Y5 | 160 | 2.7 | 3938 |  PASS |

| 441 | 443 | 0.01 | 100 | 86.9 | 20202 |  PASS |

| 442 | 198 | 40 | 110 | 71.9 | 106008 | PASS |

| 443 | 442 | 15 | 24 | 21.9 | 23237 |  PASS |

8 2ZIQSIEJN1EC)ULSE ‘M Wed May 28 10:23 :R4e%or% Rﬂljr%ber 6621 - Sea Cucumber - Semivolatiles 8270C
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average of 12,156 to 12.162 min.:

50,PPM TUNE 16512
Modified:subtracted

m/z abund. m/z
37.05 186 57.10
38.10 701 58,00
39.10 3688 61.00
40,056 159 62,10
45,00 39 63.10
50.15 13493 64.10
51.10 54536 65,10
52,10 2869 66.05
53.10 12 67.10
55.05 83 69.05
56,10 1360 70.05

sverage of 12,156 to 12.162 min.:

50 PPM TUNE 16512
dodified:subtracted

m/z abund. n/z
96.05 403 108,10
98.05 4909 110.10
99.10 4205 111.05

100.05 354 112.05
101 .06 2522 113.05
101.90 61 114.00
102.05 154 115.05
103,05 845 116.10
104.10 1672 117.05
105.05 1393 118.05
107 .05 21853 119.05

swverage of 12.156 to 12.162 min.:

50 PPM TUNE 16512
dodified:subtracted

m/z abund. m/z
143,05 1012 153.05
144,05 246 154.05
145,05 280 155.10
146.10 812 156.10
147 .05 1779 157.15
148.10 4057 158.00
149.00 773 159.05
150.00 344 160.05
151.10 553 161.05
151.70 106 162.05
151.95 252 162 .80

swwerage of 12.156 to 12.162 min.:

50 PPM TUNE 16512
fodified:subtracted

m/z abund. m/z
183.30 84 194,05
184,05 597 195.10
185.10 2876 196 .10
186,10 20608 198,05
187.10 5826 199.00
188.05 627 200.05
18%8.05 1304 200,90
190.10 229 201.50
191.05 758 202.00
192.05 1759 203.10
193.10 2123 204.05

\verage of 12.156 to 12.162 min.:

50 PPM TUNE 16512
fodified:subtracted

m/z abund. mn/z
225.10 5180 236.00
226.10 421 237.05
227.05 7716 238,00
228,10 1245 238.80
229,05 1668 238.95
229,95 313 239,95
231,05 843 241.00
232.05 185 242.00
233.00 235 243.10
234.00 537 244.10
235.00 542 245,05

\verage of 12.156 to 12.162 min,:

50 PPM TUNE 16512

ARDL Inc

E0528401.D

abund. m/z abund . n/z
3610 71.00 66 84.05
263 73.10 337 85.05
555 74,10 5330 86.05
869 75.10 8312 87,05
2130 77.15 68037 88.00
284 78.15 4527 89.05
1357 79.10 3967 91.10
72 80,05 2611 92,05
76 81.10 4520 93.10
48832 82.05 964 94.05
315 83,05 955 95,20
E0528401.D
abund, m/z abund. m/z
3877 120.05 308 132.05
39914 120.95 132 133.00
6210 122.10 1239 134,05
662 123.10 2067 135,10
312 124,10 9456 136.05
122 125.056 1009 137.10
153 127.10 78562 137.95
1281 128.10 6352 139,10
16163 129.10 28488 140,00
1393 130.10 2370 141.10
209 131.00 449 142.05
E0528401.D
abund. n/z abund. m/z
1103 163.15 74 173.05
671 164,05 183 174,10
2498 165,05 1441 175.10
3380 166,10 1454 176,05
817 167,10 7768 177.00
563 168,10 3849 178.05
531 169.05 744 179.05
1168 170,00 248 180.05
1588 170.60 94 181.05
373 171.00 347 182.05
45 172.00 608 182.90
E0528401.D
abund. m/z abund. m/z
483 205.10 9241 215.05
151 206.10 37930 216,00
3861 207.05 5280 216,20
147498 208.00 1170 217.05
9966 209.15 446 218.05
881 210.05 567 219.00
87 211,05 1402 219.20
638 212,00 65 221,10
122 212.80 35 222.05
1132 213,00 27 223.05
5693 213,90 30 224,10
E0528401.D
abund, m/z abund. m/z
401 246,00 2717 258.00
651 247,05 621 259,05
132 248.00 104 260,05
71 249,05 721 260,90
180 250.00 168 262.70
270 250.90 160 263,10
461 252.05 230 264,10
1079 252,95 473 265,05
1128 255,10 73096 265,95
14964 256.10 11502 267.00
1959 257,05 940 267.85

E0528401.D

Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

abund,
148
738
1122
695
263
201
861
994
6629
495
68

abund.
254
146
887
2434
1096
1453
253
226

3699
1165

abund,
806
1726
3212
568
1265
422
5249
3490
1809
301
207

abund.
441
297
603
8966
1163
148

4928
1356
2244
20133
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Modified:subtracted
m/z,

1269,
270,
271,
272.
273,
274,
275,
276,
277.
278.
278,

abund. m/z abund, m/z
131 278.95 98 289.70
46 279.90 27 290,10
202 280.95 126 290.85
207 282.10 40 292.00
2492 283,05 379 292.20
6077 283.95 242 293.05
32933 285.05 613 294.05
4464 285.90 26 296.05
2747 286,20 39 297,05
537 288.10 39 298,10
30 289,00 79 300,90

average of 12,156 to 12.162 min.: E0528401.D
50 PPM TUNE 16512
vModified:subtracted

mn/z

319.
319.
320.
321.
322,
323.1
324,
327,
327,
329.

332

05

abund. mn/z abund, m/z
31 333.10 296 350,00
39 334.05 1891 350,90

353 335.05 495 352.05
40 336.15 77 353.05
45 339.20 30 354.05

2960 340.20 27 355,05

502 341,00 418 359.10

492 342.05 109 361,00

248 345.95 722 363,80

148 346.70 38 365.00

195 347.00 112 365.95

average of 12.156 to 12,162 min.: E0528401.D
50 PPM TUNE 16512
vodified: subtracted

n/z

392.
393.
394,
400,
401,
402,
403.
403,
404.
408,
415,

ARDL Inc

abund. m/z abund. m/z
27 421.05 815 432,20
40 422,05 752 433.60
36 423.10 5322 435,30
94 424,00 1106 437 .40
52 424 .80 59 441,10

738 424.95 99 442,10
953 426.20 32 443,10
387 427,40 37 444,05
31 427.70 40 444,95
29 428.50 93 489,20
40 429,30 59

Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

abund.

mn/z
302,00
303.10
304,05
305.1¢0
307,95
309,00
310,00
313.00
314.00
314,95
316,05

mn/z
366.90
370.00
370.95
372.05
373.00
376.90
383.00
384.00
389,00
390.00
391.00

m/z

abund,
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Quantitation Report (Qedit)

Daté Path @ C:\MSDCHEMNINDATANO052814N
Data File : E0528401.D

Acg On © 28 May 2014 10:05
Operator : PEK

Sample : 50 PPM TUNE 16512
Misc : AG-5 8270

ALS vial 1 Sample Multiplier: 1

Quant Time: May 28 10:24:22 2014

Quant Method : C:\MSDCHEM\1I\METHODS\8270TUNPULSE .M
Quant Title 8270 TUNE METHOD

QOLast Update : Wed Apr 16 11:23:29 2014

Response via : Initial Calibration

Abundance " lon 266.00 (265.70 to 266.70): E0528401.D
jon 264.00 (263.70 to 264.70): £0528401.D
. 150000 lon 268.00 (267.70 to 268.70): E0528401.D
1)l G&iling = 1.38
100000
l
I
50000 |
I
U F T [ oot e L T N [ | ”1"']“"’"[“"["T'I'“l"l"‘["‘l R I r'l [N '|‘T'| [ " [
Tmess  ose b kom0 s e 1200 te2 1240 1260 1280 1300
Abundance
100000 2t6
80000
165
§0000
- oo 58 130 202
230
20000 60
7 1
A H Wuf L s Lo 194 il
0 rll|l||;|||||!lllIlllllhlll»lllll“ Il | “'l!!l!‘lllll’:ll1l||l Illl‘llqlgllll}lllllllll :|l85 h 214221! ,|I “llIIII'IIII‘Il’!I?IalIIZIBEI_TII
iz 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
TIC: E0528401.D
{1) Pentachlorophanol (TMC)
11.872min (+0.017) 9.18ugfL
response 97886
lon  Exp% Act%
266.00 100 100
26400 6380 5498
268.00 6380 6353
0.00 000 0.00
8%\%B’EL|JNPULSE M Wed May 28 10:24:43 2014 Page: 1
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Data Path
Data File
Acg On
QOperator
Sample
Misc

ALS Vial

Quant Time:
Quant Method
Quant Title
QLast Update
Responge via

. E0528401.D

Quantitation Report (Qedit)

C:\MSDCHEMNINDATANOG52814N

28 May 2014 10:05

PEK

50 PPM TUNE 16512

AG-5 8270

1 Sample Multiplier: 1

May 28 10:24:29 2014

¢ \MSDCHEM\1\METHODS\8270TUNPULSE . M

8270 TUNE METHOD

: Wed Apr 16 11:23:29 2014

Initial Calibration

“lon 184.20 (163.90 to 184.90): E0528401.D

Abundance
lon 9210 (31.80 to 92.80): E0528401.D
lon 156,10 (155.80 to 156.80): E0528401.D
1000000
600000 1B. Tailing = 0.74
600000 I
!
400000
I
200000
U 1 1 1 1 T 1 ] ] 1 1 1 1 1 1 ] 1 i I 1 1 ] i 1 | 1 {.:;'LFFI_T——I—‘-\"') o T ( I| ] t 1 l t | 1 1 I ] T 1} | 1 ] i 1
Time— 1200 1220 1240 1280 12.80 1300 1320 13.40 1360 1380 14.00 14,20
Abundance
700000 184
600000
500000
400000
300000
200000
100000 9 58 .
117 :
ol 345 % 50 . 7.1?{83 i 192110, .u| ‘?.?.14? bl 178 1”1‘91 TR T 261
l|||I||||]l!’|5l0l|]!]|llIi|||‘|]|\ll ¥ LRI ey \\\\\\\lll‘\l‘l\llltll\‘ltl‘l(l‘ llll\llll‘llll‘i
30 40 70 80 90 100 110 120 130 140 150 160 170 160 190 200 210 220 230 240 250 260 270 280

mfjz—>

TIC: E0528401.D

8ARBTYNPULSE .M Wed May 28 10:24g

(3) Benzidine (T)
13.175min (+0.020) 20.33ug/L
response 1048356

lon Exp% Act%

18420 100 100

92,10 1370 10.86¢

16610 860 7.80

000 0.00 0.00

Page: 1
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Data Path

¢ C:\MSDCHEM\1INDATANOS
Data File : E0528401.D
Acqg On 28 May 2014 10:05
Operator PEK
Sample 50 PPM TUNE 16512
Misc AG-5 8270
ALS Vial 1 Sample Multiplier:

Quant Time: May 28 10:24:29 2014
Quant Method
Quant Title
QLast Update

Response via

8270 TUNE METHOD
Wed Apr 16 11:23:
Initial Calibrati

Quantitation Report (Qedit)

2814\

1

C: \MSDCHEM\1\METHODS\82 7 0TUNPULSE . M

29 2014
on

Abundance “lon 235.00 (234.70 10 235.70). E0528401.D0
: jon 237.00 (236.70 to 237.70): E0528401.D
350000 fon 165.10 (164.80 to 165.80): E0526401.D
300000
250000
200000
150000
100000
50000 Degradation = 1.50%
0 [ T 13.71 ,
t 1 ! 1 ) | § 1 1 | 1 1 ‘ 1 t ) i [ T T T T l T I I ) ] 1 1 i I : | 1 I ] | | 1 1 1 H I ¥ 1 ) l ] 1
Tnne—> 13.00 1320 1340 1380 13.80 1400 1420 1440 1460 14.80 15.00 15.20
Abundance
: 215
200000
185
16500001
100000
50000 199
136
: Ol A3|9\ T ]l\ T I' |uu—v l” “ "Il”“ Ilh ‘J”I‘ \1||5“f]\ i"‘ninmll“ 11881 T !l|||!|'|l||2‘2|2| T {i |||!"| T ‘216'6‘ |2§'I2| T |3‘[]1| T :131lg| |3:|32| T 131514( T
fnfz—> 40 60 SD 100 120 - 140 160 180 200 220 240 260 280 300 320 340 360
TIC: E0528401.D
(49 DDT
14.080min (+0.019) 13.1dug/L.
response 341195
lon  Exp% Act%
235.00 100 100
237.00 6480 63.90
165.10 59.00 69.89
000 000 000
8 PULSE.M Wed May 28 10:254 2014 Page: 1
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Response Factor Report AGS

Method Path : C:\MSDCHEMNINCALFILES\8270CALS\
Method File : E8270323HW.M

Title : 8270 BNA Calibration

Last Update : Wed May 28 15:23:12 2014
Response Via : Initial Calibration

Calibration Files
10 =E0528404.D 20 =E0528405.D 30 =E0528406.D
40 =E0528407.D 5 =E0528403.D 60 =E0528408.D

Compound 10 20 30 40 5 60 Avg %RSD
1) I  1,4-Dichlorobenzene-d ———————oemmmmv ISTD e e
2) I Naphthalene-d8 @ @——— ISTD-——m e e
3) S Nitrobenzene-d5 0.403 0,383 0,369 0.352 0.406 0.330 0,374 7.87
4) I Acenaphthene-d10 - ————ommmmm o ISTD—
5) S 2-Fluorobiphenyl 1.571 1.457 1.348 1.245 1.650 1.110 1.397 14.51
6) T Dimethylphthalate 1.724 1.600 1,504 1.418 1,828 1.305 1.563 12.42
7) T Diethylphthalate 1.713 1,597 1.478 1.376 1.823 1.231 1.536 14.24
8) I Phenanthrene-dl0 - - ISTD——— e
9) T Di-n-butylphthala 1.871 1.709 1.586 1.452 1.932 1.293 1.640 14.99
10) I Chrysene-di2 = o ISTD——— e
11) ™™ Pyrene 1.628 1.483 1.405 1.321 1.711 1.216 1.460 12.76
12) S Terphenyl-dl4 0.951 0.876 0.829 0.786 0,990 0.721 0.859 11.81
13) T bis(2-Ethylhexyl) 1.214 1.185 1.165 1.120 1,191 1.053 1,155 5.10
14) TC Di-n-octylphthala 2.141 2.149 2,133 2.057 2.042 1.967 2.082 3,468
15) I Perylene-dlza = ISTD e e
(#) = Out of Range ###f Number of calibration levels exceeded format ###

I8 22RDIAREW . M Wed May 28 15:23:19 R3fdrINumber 6621 - Sea Cucumber - Semivolatiles 8270C Pagge 7110f 141



Quantitation Report {(Not Reviewed)

Datd Path : C:\MSDCHEM\INDATA\052814\
Data File : E0528402.D

Acq On » 28 May 2014 10:33
Operator . PEK

Sample » CAL BLK 16518

Misc . AG-5 8270

ALS vial : 2 Sample Multiplier: 1

Quant Time: May 28 15:20:21 2014

Quant Method : C:\MSDCHEMNINCALFILES\8270CALS\E8270323HW.M
Quant Title : 8270 BNA Calibration

QLast Update : Tue May 27 14:47:46 2014

Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.05 152 2459850 40.00 ug/L 0.00
2) Naphthalene-ds 9.01 136 9618748 40,00 ug/L 0.00
4) Acenaphthene-d10 11.89 164 5015884 40,00 ug/L 0.00
8) Phenanthrene-dil0 14.44 188 7905751 40.00 ugsL 0.00

10) Chrysene-di2 19.70 240 8522164 40.00 ug/L -0.01
15) Perylene-dl2 24.78 264 8729974 40,00 ug/L 0.00

System Monitoring Compounds
3) Nitrobenzene-d5 0.00 82 0 0,00 ug/L
Spiked Amount 50.000 Recovery = 0.00%

5) 2-Fluorobiphenyl 0.00 172 0 0.00 ug/L

Spiked Amount 50.000 Recovery = 0.00%

12) Terphenyl-dl4 0.00 244 0 0.00 ug/L

Spiked Amount 50.000 Recovery = 0.00%
Target Compounds Qvalue

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

582&Q§@§§W.M Wed May 28 15:20:21 é@%&ﬁNunmer6621—SeaCucumber—SemWobﬂesBZ?OC
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Quantitation Report (Not Reviewed)

"Data Path : C:\MSDCHEMNI\DATANO52814\
Data File : E0528403.D

Acq On : 28 May 2014 11:14
Operator . PEK

Sample : 5 PPM STD 16517
Misc © AG-5 8270

ALS vial @ 3 Sample Multiplier: 1

Quant Time: May 28 15:20:23 2014

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270323HW.M

Quant Title : 8270 BNA Calibration

QOLast Update : Tue May 27 14:47:46 2014

Response via : Initial Calibration -

Internal Standards R.T. QIon Response Conc Unitg Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.05 152 2449773 40.00 ug/L 0.00
2) Naphthalene-d8 9.01 136 9538883 40.00 ugs/L 0.00
4) Acenaphthene-dl0 11.89 164 5017280 40,00 ug-sL 0.00
8) Phenanthrene-dl10 14.44 188 7861638 40,00 ug/L 0.00

10) Chrysene-dl2 19.70 240 8571150 40.00 ugsL ~0.01
15) Perylene-dl2 24.78 264 9189937 40.00 ug-sL 0.01

System Monitoring Compounds
3) Nitrobenzene-d5 7.88 82 483896 6.03 ug/L -0.01
Spiked Amount 56,000 Recovery = 12.06%

5) 2-Fluorobiphenyl 10.76 172 1034736 6.63 ug/L 0.00
Spiked Amount 50,000 Recovery = 13.26%
12) Terphenyl-d1l4 17.23 244 1061181 7.36 ug/L -0.01
Spiked Amount 50.000 Recovery = 14.72%

Target Compounds Qvalus
6) Dimethylphthalate 11.45 163 1146286 5.69 ugsL # 78
7) Diethylphthalate 12.65 149 1143398 5.64 ug/L 98
9) Di-n-hutylphthalate 15.49 1439 1898295 6.10 ugrsL 94

11) Pyrene 16.94 202 1832753 6.52 ugsL 83
13) bis(2-Ethylhexyl)phthalate 19.92 149 1275562 .01 ug/L 98
14) Di-n-octylphthalate 22.66 143 2187363 6.16 ugsL 99
(#) = qualifier out of range {m) = manual integration (+) = signals summed
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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

Internal Standards R.T. QIon Response
1) 1,4-Dichlorobenzene-d4 7.05 152 2323411 40,
2) Naphthalene-ds8 9.01 136 9303740 40,
4) Acenaphthene-dlo0 11,90 164 4897335 40,
8) Phenanthrene-dl0 14.44 188 7669810 40,
10) Chrysene-dl2 19.70 240 8226018 40,
15) Perylene-di2 24,78 264 9056856 40,
System Monitoring Compounds
3} Nitrobenzene-d5 7.88 82 938025 11,
Spiked Amount 50.000 Recovery
5) 2-Fluorcbiphenyl 10.76 172 1923274 12.
Spiked Amount 50,000 Recovery
12) Terphenyl-dl4 17.23 244 1956252 14,
Spiked Amount 50,000 Recovery
Target Compounds
6) Dimethylphthalate 11.45 163 2110299 10.
7) Diethylphthalate 12.65 149 2096738 10,
9) Di-n-butylphthalate 15.49 149 3588101 11.
11) Pyrense 16.94 202 3348566 12,
13) bis(2-Ethylhexyl)phthalate 19.92 149 2497001 12,
14) Di-n-octylphthalate 22.67 149 4402681 12.
(#) = qualifier out of rangse (m) = manual integration (+)

382A?F9&_2Iﬁ@w ‘M Wed May 28 15:20:26 R%B[)eriNumber 6621 - Sea Cucumber - Semivolatiles 8270C

Quantitation Report

C\MSDCHEMNINDATAN05281 4\

: E0528404.D

28 May 2014 11:55

. PEK

10 PPM STD 16518

: AG-5 8270

4 Sample Multiplier: 1

May 28 15:20:26 2014

C:\MSDCHEMNINCALFILESN\8270CALS\NE8270323HW. M

8270 BNA Calibration
Tue May 27 14:47:46 20
Initial Calibration

14

(Not Reviewed)

Conc Units Dev(Min)

ug-L 0.00
ug-sL 0.00
ug-/L 0.00
ug/L 0.00
ug/L -0,01
ug/L 0.00
ug/L 0.00
23.96%
ug/L 0.00
25.26%
ug/L -0.01
28.28%
QOvalue
ug/L 99
ug/L 99
ug/L 94
ug/L 83
ug/L 97
ug/L 100

signals summed
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEMNINDATANOS52814\

Data File : E0528405.D
Acqg QOn : 28 May 2014
Operator : PEK

Sample : 20 PPM STD 16519

Misc : AG-5 8270

ALS Vial : B Sample Multiplier:

Quant Time: May 28 15:20:28 2014

1

Quant Method : C:\MSDCHEM\INCALFILES\8270CALS\E8270323HW.M
Quant Title : 8270 BNA Calibration
QLast Update : Tue May 27 14:47:46 2014

Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.05 152 2308585 40.00 ug/L 0.00
2) Naphthalene-ds8 9.01 136 9201404 40,00 ugsL 0.00
4) Acenaphthene-d10 11,90 164 4788961 40.00 ug/L 0.00
8) Phenanthrene-d10 14.44 188 7538826 40.00 ugsL 0.00

10) Chrysene-dl2 19.71 240 7982927 40.00 ug/L 0.00
15) Perylene-dl2 24.78 264 9009861 40.00 ug/L 0.01

System Monitoring Compounds
3) Nitrobenzene-d5 7.88 82 1761994 22.75 ugs/L 0.00
Spiked Amount! 50.000 Recovery =  45.50%

5) 2-Fluorobiphenyl 10.77 172 3487910 23,43 ug/L 0.00
Spiked Amount 50.000 Recovery = 46.86%
12) Terphenyl-dl4 17.23 244 3497280 26.04 ugsL -0.01
Spiked Amount 50.000 Recovery = 52.08%

Target Compounds Qvalue
6) Dimethylphthalate 11.46 163 3830070 19.91 ug/L 99
7) Diethylphthalate 12.66 149 3824207 19,75 ug/L 99
9) Di-n-butylphthalate 15.49 149 6441386 21.60 ugs/L 94

11) Pyrene 16.94 202 5917547 22.62 ug /L 82
13) bis(2-Ethylhexyl)phthalate 19,92 149 4728400 23.93 ugsL 97
14) Di-n-octylphthalate 22.67 149 8576665 25,92 ugsL 100
(#) = qualifier out of range (m) = manual integration (+) = gignals summed

382&?&%?%§W‘M Wed May 28 15:20:28 &g%%éNunmer6621—SeaCucumber—SemWobﬂesBZ?OC
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‘Data Path
Data File
Acq On
Operator
Sample
Misc

ALS Vial

Quant Time:
Quant Method
Quant Title
QLast Update
Regponsge via

. PEK

Quantitation Report

C:\MSDCHEM\1\DATAN0 52814\
E0528406.D
28 May 2014 13:19

30 PPM STD 16520

. AG-5 8270

6 Sample Multiplier: 1

May 28 15:20:30 2014

{(Not Reviewsd)

C:\MSDCHEMNINCALFILESN\8270CALS\E8270323HW. M

8270 BNA Calibration
¢ Tue May 27 14:47:46 20
Initial Calibration

14

Internal Standards R.T. QIon Response Conc Uniteg Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.05 152 2313018 40.00 ug-L 0.00
2) Naphthalene-ds8 9.01 136 9193955 40,00 ug/L 0.00
4) Acenaphthene-dlo0 11.90 164 4819437 40,00 ug/L 0.00
8) Phenanthrene-dl0 14.44 188 7597694 40,00 ug/L 0.00

10) Chrysene-dl2 19.71 240 7793304 40,00 ug/L 0.00
15) Perylene-dl2 24,78 264 9115539 40,00 ugsL 0.01

System Monitoring Compounds
3) Nitrobenzene-d5 7.88 82 2547068 32,91 ug/L 0.00
Spiked Amount 50.000 Recovery = 65.82%

5) 2-Fluorobiphenyl 10.77 172 4871473 32.52 ug/L 0.00
Spiked Amount 50.000 Recovery = 65,04%
12) Terphenyl-dild4 17.23 244 4844269 36.95 ugsL 0.00
Spiked Amount 50.000 Recovery = 73.90%

Target Compounds Ovalue
6) Dimethylphthalate 11.47 163 5435429 28.08 ug/L 99
7) Diethylphthalate 12,66 149 5342306 27.41 ug/L 99
9) Di-n-butylphthalate 15.50 149 92036404 30.07 ugsL 94

11) Pyrens 16.95 202 8210656 32.15 ug/L 82
13) bis(2-Ethylhexyl)phthalate 19.92 149 6806702 35,28 ug/L 97
14) Di-n-octylphthalate 22.67 149 12467614 38.59 ug/L 160
(#) = qualifier out of range (m) = manual integration (+) = signals summed

i8 ZZFQ&ZI%@W ‘M Wed May 28 15:20:30 R%gtjjr‘thumber 6621 - Sea Cucumber - Semivolatiles 8270C
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Data - Path
Data File :
Acg On
Operator
Sample
Misc

ALS Vial

Quant Time:
Quant Method
Quant Title

Quantitation Report (Not Reviewed)

C:\MSDCHEMN\INDATAN05281 4\
E0528407.D

28 May 2014 14:02

PEK

40 PPM STD 16521

AG-5 8270

7 Sample Multiplier: 1

May 28 15:20:33 2014

C:\MSDCHEMNINCALFILESN8270CALS\E8270323HW . M

8270 BNA Calibration

Response Conc Units Dev(Min)

2314989 40.00 ug/L 0.00
9321703 40.00 ug/L 0.00
4880097 40,00 ug/L .00
7740461 40,00 ug/L 0.00
7789732 40.00 ug/L 0.00
9301494 40.00 ug/L 0.01
3285450 41.87 ug/L 0.060
Recovery = 83.74%
6077461 40.06 ug/L 0.00
Recovery = 80.12%
6126016 46 .75 ug/L 0.00
Recovery = 93.50%
Qvalue
6917647 35.29 ug/L 99
6716608 34,03 ug/L 99
11239861 36.71 ug/L 94
10286951 40.30 ug/L 82
8725545 45.25 ug/L 97
16026125 49.63 ug/L 100

QLast Update Tue May 27 14:47:46 2014
Response via Initial Calibration
Internal Standards R.T. QIon
1) 1,4-Dichlorobenzene-d4 7.05 152
2) Naphthalene-ds8 9.01 136
4) Acenaphthene-dl0 11.90 164
8) Phenanthrene-d10 14.44 188
10) Chrysene-dl12 19.71 240
15) Perylene-dl2 24.78 264
System Monitoring Compounds
3) Nitrobenzene-d5 7.89 82
Spiked Amount 50.000
5) 2-Fluorobiphenyl 10.77 172
Spiked Amount 50,000
12) Terphenyl-dl4 17.24 244
Spiked Amount 50.000
Target Compounds
6) Dimethylphthalate 11.47 163
7) Diethylphthalate 12.66 149
%) Di-n-butylphthalate 15.50 149
11) Pyrene 16.95 202
13) bis(2-Ethylhexyl)phthalate 19,93 149
14) Di-n-octylphthalate 22.68 149
(#) = qualifier out of range (m) =

LR M W

ed May 28 15:20:33 201

eport Number 6621 - Sea Cucumber - Semivolatiles 8270C

manual integration (+) = gignals sumwmed
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEMN\INDATANO052814\
Data File : E0528408.D

Acg On © 28 May 2014 14:44
Operator : PEK

Sample v 60 PPM STD 16522
Misc ¢ AG-5 8270

ALS vial 8 Sample Multiplier: 1

Quant Time: May 28 15:20:35 2014

Quant Method : C:\MSDCHEM\1NCALFILES\8270CALS\E8270323HW.M
Quant Title : 8270 BNA Calibration

QLast Update : Tue May 27 14:47:46 2014

Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.05 152 2393713 40.00 ug/L 0.00
2) Naphthalene-ds 9.01 136 9654595 40.00 ug/L 0.00
4} Acenaphthene-dl10 11.90 164 5063792 40.00 ug/L 0.00
8) Phenanthrene-di0 14.45 188 7938638 40.00 ug/L 0.00

10) Chrysene-dl2 19.73 240 7755735 40.00 ugs/L 0.02
15) Perylene-dl2 24.79 264 9445296 40.00 ug/L 0.02

System Monitoring Compounds
3) Nitrobenzene-d5 7.89 82 4785610 58.88 ugs/L 0.00
Spiked Amount 50.000 Recovery = 117.76%

5) 2-Fluorobiphenyl 10.77 172 8432231 53.57 ugs/L 0.00
Spiked Amount 50.000 Recovery = 107.14%
12) Terphenyl-di14 17.24 244 8383519 64.26 ug/L 0.00
Spiked Amount 50,000 Recovery = 128.52%

Target Compounds Qvalue
6) Dimethylphthalate 11.48 163 9911571 48.73 ug/L 99
7) Diethylphthalate 12,67 149 9349866 45 .66 ugsL 100
9) Di-n-butylphthalate 15.50 149 15392691 49.01 ugsL . 94

11) Pyrense 16.96 202 14144102 55.65 ug/L 81
13) bis(2-Ethylhexyl)phthalate 19.93 149 12250360 63.81 ug/L 97
14) Di-n-octylphthalate 22.70 149 22888166 71.20 ug/L 100
{(#) = qualifier out of range (m) = manual integration (+) = signals summed

70323HW.M Wed May 28 15:20:35 2014 ) ) Pﬁge: 1
ARDL Inc Report Number 6621 - Sea Cucumber - Semivolatiles 8270C age 84 of 141
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Data, Path
Data File
Acqg On
Operator
Sample
Misc

ALS Vial

Quant Time:
Quant Method
Quant Title

Quantitation Report

C:\MSDCHEMN\1INDATANO052814\

: E0528409.D

28 May 2014 15:38

v PEK

30 PPM ICV 16523
AG-5 8270
9 Sample Multiplier: 1

May 28 16:10:43 2014

(Not Reviewed)

C:\MSDCHEMN\INCALFILESN8270CALS\E8270323HW. M

8270 BNA Calibration

Response

QL.ast Update Wed May 28 15:23:12 2014
Response via Initial Calibration

Internal Standards R.T. QIon
1) 1,4-Dichlorobenzene-d4 7.05 152
2) Naphthalene-ds 9.01 136
4) Acenaphthene-dl0 11.89 164
8) Phenanthrene-dilo0 14.44 188
10} Chrysene-dl2 19.71 240
15) Perylene-dl2 24,79 264

System Monitoring Compounds
3) Nitrobenzene-d5 7.88 82
Spiked Amount 50.000
5) 2-Fluorobiphenyl 10.77 172
Spiked Amount 50,000

12) Terphenyl-dl4 17.24 244
Spiked Amount 50.000

Target Compounds
6) Dimethylphthalate 11.45 163
7) Diethylphthalate 12,65 149
9) Di-n-butylphthalate 15.50 149
11) Pyrene 16.95 202
13) bis(2-Ethylhexyl)phthalate 19.93 149
14) Di-n-octylphthalate 22,67 149

4971961

Conc Unite Dev(Min)
2430075 40.00 ug/L 0.00
9535107 40,00 ug/L 0.00
40.00 ug/L 0.00
7882635 40.00 ug/L 0.00
8192733 40.00 ug/L 0.00
11132752 40.00 ug/L 0.02
2608685 29.26 ug/L 0.00
Recovery = 58.52%
5097511 29.36 ug/L 0.00
Recovery = 58.72%
5167723 29.37 ug/L 0.00
Recovery = 58.74%
Qvalue
5193735 26.74 ugsL 99
5099108 26.70 ug/L 99
8752285 27.07 ug/L 94
8385530 28.03 ug/L 82
6519514 27 .57 ugsL 97
11794515 27.67 ug/L 100

(#) = quali

8 2AZF9I§L2|%EM ‘M Wed May 28 16:10:43 R%ggjr?Number 6621 - Sea Cucumber - Semivolatiles 8270C

fier out of range (m) = manual integration (+) = signals summed
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Continuing Calibration Report AGS5

Method Path : C:\MSDCHEMN\INCALFILES\8270CALS\
Method File : E8270323HW.M

Title : 8270 BNA Calibration

Last Update : Wed May 28 16:10:46 2014
Response Via : Initial Calibration

CC Data File: E0528409.D

O b

i

I

o O s

Area%

105
102
107

95

122

Min. RRF : 0.000 Min. Rel. Area : 50%
Max. RRF Dev : 20% Max. Rel. Area : 200%
Compound AvgRF
11 1,4-Dichlorobenzene-d4 1.000
2 I Naphthalene-ds8 1.000
35 Nitrobenzene-d5b 0.374
41 Acenaphthene-dl10 1.000
5 3 2-Fluorobiphenyl 1.397
6 T Dimethylphthalate 1.563
7T Diethylphthalate 1.536
8 I Phenanthrene-dio 1,000
9T Di-n-butylphthalate 1.640
10 I Chrysens-d12 1.000
11 ™™ Pyrene 1.460
12 8 Terphenyl-dl4 0.859
13 T bis(2-Ethylhexyl)phthalate 1,155
14 TC Di-n-octylphthalate 2,082
15 I Perylene-dl2 1.000
(#) = Out of Range SPCC's out

18270323HW.M Wed May 28 16:10:50 2014

CCRF %Dev
000 0.0
000 0.0
365 2.5
, 000 0.0
. 367 2.1
. 393 10.9
. 367 11.0
, 000 0.0
. 480 9.8
.000 0.0
365 6.6
841 2.1
061 8.1
920 7.8
000 0.0

0 CCC's out

ARDL Inc Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

Page: 1
s%ge88of14l



5B

SEMIVOLATILE ORGANIC GC/MS TUNING AND MASS CALIBRATION - DECAFLUOROTRIPHENYLPHOSPHINE

ARDL Inc

(DFTPP)
Lab Name: ARDL, Inc. Contract: --
Lab Code: --- Case No.: ——— SAS No.: —--—-
Lab File ID: [E0529401 DFTPP Inject
Instrument ID: AGbS DFTPP Inject

QO oYy O WN

o e
N RO W

13
14
15
16
17
18
13
20
21
22

SDG No.:

05/29/14
09:34

ion Date:

ion Time:

THIS TUNE APPLIES TO THE FOLLOWING SAMPLES, MS, MSD, BLANKS,

m/e| ION ABUNDANCE CRITERIA iéﬁgﬁgizf
511 30 - 80% of mass 198 37.2
68| Less than 2.0% of mass 69 0.0 (1)
69| (reference only) 33.5
70l Less than 2.0% of mass 69 0.7 (1)
1271 25 - 75% of mass 198 52.5
197] Less than 1% of mass 198 0.0
198| Base Peak, 100% relative abundance 100.
1991 5 - 9% of mass 198 7.0
275 10 - 30% of mass 198 21.2
365| Greater than 1% of mass 198 2.3
4411 0 - 100% of mass 443 94.9
4421 40 - 110% of mass 198 70.3
443] 15 - 24% of mass 442 20.2 (2)
(1)-Value is % mass 69 (2)-Value is % mass 442

AND STANDARDS:

EPA SAMPLE NO. LAB LAB DATE TIME
SAMPLE ID FILE ID ANALYZED ANALYZED
BNA STD 030 PPM STD E0529402 05/29/14 10:01
BLANK B10215 006621-03B1 E0529403 05/29/14 10:42
SPBK B10215 006621-03K1 E0529404 05/29/14 11:23
MAK121C 006621-01 E0529407 05/29/14 13:28
MAK122C 006621-02 E0529408 05/29/14 14:10
MAK123C 006621-03 E0529409 05/29/14 14:52
MAK123CMS 006621-03MS E0529410 05/29/14 15:35
MAK123CMSD 006621~03MD E0529411 05/29/14 16:17
MAK124C 006621-04 E0529412 05/29/14 17:00
MAK125C 006621-05 E0529413 05/29/14 17:42
MAK126C 006621-06 E0529414 05/29/14 18:25
MAK127C 006621-07 E0529415 05/29/14 19:06
MAK128C 006621-08 E0529416 05/29/14 19:48
FORM V 8V 3/90

page 1 of 1

Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

Page 89 of 141




DETPP

_ Data Path CiN\MSDCHEMNINDATANOS 2914\
Data File E0529401.D
Acq On 29 May 2014 9:34
Operator PEK
Sample 50 PPM TUNE 16512
Misc AG-5 8270
ALS Vial 1 Sample Multiplier: 1
Integration File: FRED.P
Method C: \MSDCHEMN\1\METHODS\8270TUNPULSE . M
Title ¢ 8270 TUNE METHOD
Last Update Wed Apr 16 11:23:29 2014
Abundance i TIC:E0529401.0 -
1500000
1000000
500000
0 T T T ‘ T T T T ] T T T T | T T T T | ¥ L H H | T T ¥ T I T L/\I ' T IJ L
Time—> 1050 _11.00 1.0 1200 1250 1300 1350 1400
Abundance Average of 12,153 to 12.159 min.: E0523401.D (5
; 198
- 140000
120000
; 442
© 100000
80000 127
77 255
60000 51
110
40000 975
20000 ‘ ) . 186 224
93 6 ’ # ' 6
: 0 :3||9| |||I { |B'§3l |lehld| T |[|“|I “t‘ll JIII IIIIII‘ Illlc, 14 |' l'lll |'||'h' |I’( 5'!' i|'-!|<I|;'||‘|‘I|'x 1214';% T r“ 1T |’HI| T |3|1|D|3|%313:?:5 |?§? ,3?‘15{ 13;8|3| T |4|U|3| T ’72‘3: T m
mz—> 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440
AutoFind: Scans 1082, 1083, 1084; Background Corrected with Scan 1073
| Target | Rel. to | Lower | Upper | Rel. | Raw | Result |
| Mass | Mass | Limit% | Limit% | Abn% | Abn | Pass/Fail |
| 51 i 198 | 30 | 80 | 37.2 | 54408 | PASS |
| 68 | 69 | 0.00 | 2 0.0 | 0 | PASS
| 69 | 198 | ©0.01 | 100 | 33.5 | 48983 |  PASS |
| 70 | 69 | 0.00 | 2 | 0.7 | 336 | PASS |
| 127 | 198 | 25 | 75 | 52.5 | 76674 |  PASS |
[ 197 | 198 | 0.00 | 1 | 0.0 | 0 | PASS |
| 198 | 198 | 100 | 100 | 100.0 | 146154 | PASS |
| 199 | 198 | 5 9 | 7.0 | 106217 | PASS
| 275 ] 198 ] 10 | 30 | 21.2 | 30984 | PASS
| 365 | 198 | 0.75 | 100 | 2.3 | 3397 |  PASS |
| 441 } 443 | 0.01 | 100 | 94.9 | 19719 | PASS j
| 442 | 198 | 40 | 110 | 70.3 | 102818 | PASS
| 443 | 442 | 15 | 24 | 20.2 | 20781 | PASS

82Z§BEN%ULSE’M Thu May 29 09:52ﬁ%%oﬁ%&%meH%21—SeaCmmmba—SemNobNesSZ@C
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average of 12.153 to 12,159 min.:

50 PPM TUNE 16512
quified:subtracted

mn/z abund. n/z
37.05 207 53.10
38.10 567 55,05
39.05 3930 56,00
40.00 154 57.05
45,00 118 58.05
45,20 29 61.10
46.70 38 62,05
48,10 35 63.15
50.15 13040 64.05
51.10 54408 65.10
52.10 2798 66,05

Average of 12.153 to 12.159 min.:

50 PPM TUNE 16512
viodified:subtracted

m/z abund. m/z
93.10 6466 105.05
94,05 632 107.10
95.15 188 108.10
96.05 450 110.10
98.10 5212 111.10
99.05 4262 112.05

100.05 489 113.05
101.05 2702 114.50
102.05 98 116.15
103.10 939 117.10
104.05 1740 118.10

\verage of 12.153 to 12.159 nmin.:

50 PPM TUNE 16512
dodified:subtracted

m/z abund, m/z
140.10 267 150.05
141.10 3316 151.00
142.05 1019 151.15
143,05 8565 151.95
144,05 185 153,05
145.05 276 154.05
146.00 414 155.05
146 .30 178 156.10
147.10 2109 157.05
148.05 4106 158.05
148 .95 570 159.05

\wwerage of 12.153 to 12,159 min.:

50 PPM TUNE 16512
fodified:subtracted

m/z abund, msz
181.05 1619 191.05
182.05 283 192.00
182.80 31 193,10
183.05 74 194.05
184.05 359 194.95
185,10 2851 196,10
186.10 19853 198,00
187.10 5864 199.05
188.05 678 200.05
189.05 1197 201.20
190.00 196 201.55

werage of 12,153 to 12,159 min.:

i0 PPM TUNE 16512
fodified:subtracted

n/z abund. m/z
223.05 1895 234,00
224.10 19509 235,00
225.10 4592 236,00
226.05 640 237.05
227.10 7018 237.80
228.00 1089 238,05
229.05 1583 239.00
230.00 268 239.90
231.05 914 240 .10
231.95 170 241.00
233.10 163 242 .05

wverage of 12.153 to 12,159 min.:

‘0 PPM TUNE 16512

ARDL Inc

E0529401.D

abund. mn/z
212 67.20
65 69,10

1523 70.05
3426 72.20
180 73.10
645 74.10
875 75.10
2087 77 .10
326 78,10

1294 79,05

128 80,10
E0529401.D

abund. m/z

1544 119.10
21032 120.05
3179 121.00
37882 122.00
6280 123.10
721 124.05
340 125,10
41 127.10
892 128 .10
15406 129.10
1181 130.10
E0529401.D

abund. m/z
331 160.00
203 161,05
368 162.05
190 162,95
904 163,50

1068 163,95

2078 165,05

3095 166.10
686 167.10
675 168.10
406 169.05

E0529401.D

abund, n/z
652 201.90
1803 203.05
2063 204.10
582 205,10
283 206,10
3904 207 .05
146154 208.05
10217 208,95
749 210.10
187 211.05
410 211.90
E0529401.D

abund. m/z
542 243.10
654 244.10
415 245,05
574 246,05

46 247 .00
115 248,05
274 248,95

77 250,00
179 250.70
541 251,20

1170 251,80

E0529401.D

Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

abund.
134
48983
336
28
403
5006
8151
67008
4869
3283
2850

abund.
196
273

1207
2128
972
1048
76674
6012
27080
2491

abund.
876
1525
516
141

141
1343
1271
7375
3720

761

abund.
157
993
5318
9205
36648
4835
1286
383
450
1358
197

n/z

131.
132.
132.
133,
134.
135,
136.
137.
137.
138,
139,

m/z

169,
171,
171,
173.
174.
175,
176,
177.
178,
179.
180.

m/z

212.
213.
214.
215,
216,
217.
218,
218.
220,
221,
222,

m/z

252,
253.
253.
255,
256,
257.
258,
259.
259,
260,
262,

abund.
4307
1114
1166
93
789
1158
661
328
65
1070
1100

abund.
271
317
605
917
1438
2857
851
1350
214
4965
3340

abund.

151
105
364
1064
9019
1350
186

4455
796

abund.
162
477

72813
11038
955
3961
683
192
157
29

Page 91 of 141



Modified:subtracted
m/z
263,
263,
264,
265,
265.
267.
267 .
267.
268,
269,

270

Average of 12.153 to 12.159 min.:

a5

abund.
35
140

99

50 PPM TUNE 16512
Modifled:subtracted
n/z
308.
308.
309.
310.
313.
313.
316,
316,
317.
319.

321

Average of 12,153 to 12.159 min.:

abund.

302

50 PPM TUNE 16512
Modified:subtracted
mn/z
371.
372.
372.
374,
376.
377.
382,
384.
390.
391.
391,

00
05
95

ARDL Inc

abund.
229
1655
338

m/z
270,
271,
272,
273.
274,
275,
276,
277.
277.
278.
279,

mn/z
322,
323.
324.
326.
326,
327,
328,
328.
329,
331.

332

00
10
05
10
95
80

m/z
392,
401,
402,

403,

404,
415,
421.
422,
423.
424,
425.

abund. m/z
78 281.00
63 282.00
224 282.95
2420 284.00
5761 285.05
30984 286.10
4229 288.20
2815 288.90
392  290.00
57 290.90
121 291.80
E0529401.D
abund. m/z
31 332.95
2831 334,00
611 335,05
31 335.30
470 338.90
84 339.10
183 339.90
40 341.00
34 342.00
61 346.05
192 347.00
E0529401.D
abund, m/z
36 426 .00
153 426.50
699 426,70
945 426.90
384 427 .80
35 429.20
796 429 .60
865 431.10
4646 431 .40
1109 433.00
114 434.20

Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

abund,
53
93
261
215
442
87
26
105
85
28
29

n/z
292,05
293.00
293.85
296,00
297.00
298.00
300.95
301.90
302.10
303,05
304.00

m/z
3561.10
352.05
3563.00
354,05
354.95
358.85
365,00
365,95
366,90
369.90
370.30

m/z
436.10
436.80
441.10
442,05
443.10
444.00
445,05

Page 92 of 141



Quantitation Report (Qedit)

Data Path : C:\MSDCHEMN\INDATANQ52914N\
Data File : E0529401.D

Acg On : 29 May 2014 9:34
Operator : PEK

Sample . 50 PPM TUNE 16512
Misc ;. AG-5 8270

ALS vial 1

Sample Multiplier:

Quant Time: May 29 09:52:56 2014
' \MSDCHEM\ 1\METHODS\8270TUNPULSE . M

Quant Method
Quant Title
QOLast Update
Response via

8270 TUNE METHOD

1

Wed Apr 16 11:23:29 2014

Initial Calibration

!

Abundance
120000
100000
80000
60000
40000

20000

01||xI|

T|me~-> ... 1080

Abundance
! 80000

70000
60000
50000
40000
30000
20000

10000

0 Ill ’

1

oo 1120 1140

~lon 266,00 (265,70 to 266.70) E0528401.D0
lon 264.00 (263.70 to 264.70): E0528401.D
lon 268.00 (267.70 to 268.70): E0529401.D

118 .8&iling = 1.19

L |Lrgr—v—j""r”r“r"r“]"’r"r“r'r“[“l L L e

11.60 1180 1200 1220 1240 1260 1280  13.00

95

lll’l .!H!'

60

L

il

171

266

165

130 202
230
141

237
HﬁT?% '1 ‘} 149 1%8 Jllz2179 194 ) ] 212 il [l

g74

T T

||(\|l||||||||»1—r ||l||w||

mlz--> 30 40

J

| T
60 70 80 90 100 1

(1) Pentachloropheno! (TMC)

11.872min (+0.017) 6.85ug/L

response 73048

lon Exp% Act%

266.00 100

100

264.00 63.80 63.85

268.00 63.80 6278

0.00 0.00

0.00

]|l|1||x|l|ll|||»|"l_ll||l TTT T 1|)il|]lll||lltlIIIIIII{IIlbll

20 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280
TIC: E0529401.D

—_

82A7F9I5[PNPULSE M Thu May 29 09:53: Fgepor%Rlumber 6621 - Sea Cucumber - Semivolatiles 8270C PF%%? §3 %f 141



Data Path
Data File
Acqg On
Operator
Sample
Misgc

ALS Vial

Quant Time:
Quant Method
Quant Title
QLast Update
Resgponse via

Quantitation Report

C: \MSDCHEMNINDATANOS52914N

E0529401.D

29 May 2014 9:34
PEK

50 PPM TUNE 16512
AG-5 8270

1 Sample Multiplier: 1

May 29 09:52:56 2014
C:\MSDCHEMN\ 1\METHODS\8270TUNPULSE .M
8270 TUNE METHOD
Wed Apr 16 11:23:29 2014
Initial Calibration

(Qedit)

lon 184.20 (183.90 to 184.90): E0529401.0

Abundance
lon 92.10(31.80 to 92.80): E0529401.D
1000000 lon 156.10 {155.80 to 156.50); E0523401.D
800000
1B.T&iling = 0.65

600000

400000

200000
;. OII i T III||11|| lllll LI | lIIJT_SILY—_Vi'Vrl‘FI IIIII‘IIII||‘—TII]IIII
Time-—> 12'00 12.20 12.40 12160 1280 13.00 1320 1340 1360 13.80 1400  14.20
Abundance

184

600000

500000

400000

300000

200000

100000

92 156 1g7
52 65 1 117 0 139
‘ o, 3? e d||84 i '02 10,,] ul h.11491J - lh, 177,191 200207 221 251 267 281
)llllllllIIYII$|\IIIIIIIIIIAIID!IIIIIIII¢IIII(IIII IllollhllllIII‘IIII\Il[‘IlllllllllIlitllllQ’llIlllll|]

miz--> 30 40 50 60 70 80 90 mo1m mowm MQJ@ @gimrwo1% 200 210 220 230 240 250 260 270 280

TIC: E0529401.D

(3) Benzidine (T)
13.175min (+0.020) 18.61ug/L

response 959731

lon Exp% Act%
184,20 100 100
92.10 13.70  10.95#
156.10 8.60 7.65
0.00 0.00 0.00

8270TUNPULSE .M Thu May 29 09:53:39 2014
ARDL Inc

Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

Page: 1
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Quantitation Report (Qedit)

~Data .Path : C:\MSDCHEM\NINDATANO52914\
Data File : E0529401.D

Acg On : 29 May 2014 9:34
Operator : PEK

Sample : 50 PPM TUNE 16512
Misc : AG-5 8270

ALS Vial @ 1 Sample Multiplier: 1

Quant Time: May 29 09:52:56 2014

Quant Method : C:\MSDCHEMN\1\METHODS\8270TUNPULSE .M
Quant Title : 8270 TUNE METHOD

QLast Update : Wed Apr 16 11:23:29 2014

Response via : Initial Calibration

Abundance  on235.00(23470t0 235.70): E0529401.D0
lon 237.00 (236.70 to 237.70): E0629401.D
350000 lon 165.10 (164.80 to 185.80); E0529401.D

300000
250000 |
200000 I
150000 ’§
100000

50000

5

13.70 i

ngradation = 0.36% j

0 | b ) 1 | 1 ] 1 1 I 1 1 [} I ] | I | (
Time-> _13.00 _  13.20 1340 1360 138 1400 1420 = 1440
Abundance

235

200000

165
150000

100000

50000 199

75 136
88 99 ... 123

246
39 O 63 }

|||||"I""|“"\"||||11||I|l||||,zl|&l|||||||xlt|||

.. 15.20

343 354

i!222

: |
i

miz-> 30 40 50 60 70 80 90 100110 120 130 140 150 160 170 180 190 200 210
TIC:E0528401D

(4) DDT
14.075min (+0.014) 12.38ug/L
response 321409

lon Exp% Act%
235.00 100 100
237.00 64.80 63.60
165.10 50.00 71.54#

0.00 0.00 0.00

8 ZZIgg[LJﬁ]lZULSE M Thu May 29 09:53 :F§68por2t?\&1ﬁ1ber 6621 - Sea Cucumber - Semivolatiles 8270C

lI|1||||I'IlllIIIIiIIII||\l||IIIIIIHIl]llI1|IVHIIII‘\‘lIll!II!IlIIIlI TITT T
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Quantitation Report (Not Reviewed)

Data Pash : C:\MSDCHEMN\INDATANO052914\
Data File : E0529402.D

Acqg On ¢ 29 May 2014 10:01
Operator : PEK

Sample » 30 PPM STD 16520
Misc 1 AG-5 8270

ALS Vial 2 Sample Multiplier: 1

Quant Time: May 29 10:33:41 2014

Quant Method : C:\MSDCHEM\INCALFILESN8270CALSN\E8270323HW.M
Quant Title : 8270 BNA Calibration

QLast Update : Wed May 28 15:23:12 2014

Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.05 152 2530230 40,00 ugs/L 0.00
2) Naphthalene-d8 9.01 136 9946166 40.00 ugs/L 0.00
4) Acenaphthene-d10 11.90 164 5128389 40,00 ug/L 0.00
8} Phenanthrene-dlo 14.44 188 7882700 40.00 ugsL G6.00

10) Chrysene-dl2 19.71 240 8013745 40.00 ugsL 0.00
15) Perylene-dl2 24.79 264 9360977 40.00 ugs/L 0.02

System Monitoring Compounds
3) Nitrobenzene-d5 7.88 82 2754064 29.61 ugsL 0.00
Spiked Amount 50.000 Recovery = 59.22%

5) 2-Fluorobiphenyl 10.77 172 5178171 28.92 ugsL 0.00
Spiked Amount 50.000 Recovery = 57.84%
12) Terphenyl-dl4 17.23 244 4960157 28.82 ugsL 0.00
Spiked Amount 50.000 Recovery = 57.64%

Target Compounds Qvalue
6) Dimethylphthalate 11.47 163 5763871 28,77 ugsL 29
7) Diethylphthalate 12.66 149 5578121 28.32 ugsL 99
9) Di-n-butylphthalate 15.49 149 9353630 28.93 ug/L 94

11) Pyrense 16.95 202 8538500 29.18 ugsL 82
13) bis(2-Ethylhexyl)phthalate 19.92 149 6953687 30.06 ug/L 97
14) Di-n-octylphthalate 22,66 149 12717663 30.50 ugs/L 100

:SZZQSEQ@W'M Thu May 29 10:33:41 &%%%ﬁNunmer6621—SeaCucumber—SemWobﬂesBZ?OC
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Continuing Calibration Report AGS

Method Path : C:\MSDCHEMNINCALFILESN\8270CALSN
Method File : E8270323HW.M

Title : 8270 BNA Calibration

Last Update : Thu May 29 10:34:08 2014
Response Via : Initial Calibration

CC Data File: E0529402.D

Min. RRF : 0.000 Min, Rel, Area : 50%
Max. RRF Dev @ 20% Max. Rel. Area : 200%
Compound AvgRF  CCRF %Dev Area%
11 1,4-Dichlorobenzene-d4 1.000 1.000 0.0 109
2 I Naphthalene-d8 1.000 1.000 0.0 108
38 Nitrobenzene-d5 0.374 0.369 1.3 108
4 I Acenaphthene-d10 1.000 1.000 0.0 106
58S 2~-Fluorobiphenyl 1.397 1.346 3.6 106
6 T Dimethylphthalate 1.563 1,499 4.1 106
7T Diethylphthalate 1.536 1.450 5.6 104
8 I Phenanthrene-dl0 1.000 1.000 0.0 104
9T Di-n-butylphthalate 1.640 1.582 3.6 104
10 I Chrysene-dl2 1.000 1.000 0.0 103
11 T™ Pyrene 1.460 1.421 2.7 104
12 S Terphenyl-dl4 0.859 0.825 3.9 102
13 T bis(2-Ethylhexyl)phthalate 1,155 1.157 -0.2 102
14 TC  Di-n-octylphthalate 2,082 2.116 ~-1.7# 102
15 T Perylene-dl2 1.000 1.000 0.0 103
(#) = Out of Range SPCC's out = 0 CCC's out =1

E8 323HW.M Thu May 29 10:34:12,20 :
;-‘)(I:\Z@L %% Y Repoglilumber 6621 - Sea Cucumber - Semivolatiles 8270C PS%i 98 %)f 141
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PROJECT 5/ 9‘5/9@\4 V71O / Tosues

Notebool No

Continued from Page 3 3 2 3

|

1 1
2 2
3 3
1 4 4
. 5 5

6 6

7. 7

8 8

9 9

10 10

S R
12 12

13 13

14 14

15 15

16 16

Directory:

Line Vial FileName

E0528401.d
E£05628402.d
E0528403.d
E0528404.d
E0528405.d
E£0528406.d
E0528407.d
£0528408.d
£0528409.d
E0528410.d

E0528411.d
E0528412.d
E0528413.d
E0528414.d
E£05284156.d
E0628416.d

Multiplier

; .

E3970 303 WTo W used Lor Ticoue dmalysds

1
1
1
1
1
1
1.
1.
1
1
1
1
1
1
1

.{7

SampleName

50 PPM TUNE 16512P¢6$
CAL BLK 16516 °
5 PPM STD 16517

10 PPM STD 16518
20 PPM STD 16519
30 PPM STD 16520
40 PPM STD 16521
60 PPM STD 16522
30 PPM ICV 16523 Pase

006620-01B1

006620-01K1
006620-01

006620-01MS
006620-01MD

006620-02
006620-03

Injection Log

CAMSDCHEM\1\DATA\052814

Misc Info

AG-5 8270
AG-5 8270
AG-5 8270
MAG-5 8270
AG-5 8270
AG-5 8270
AG-5 8270
AG-5 8270
AG-5 8270

Yoid Covro
&%9.10%‘}%%\*)

\Q&%

PQ,S S

B10211 AG-5 8270 ...

B10211 AG-5 8270 ...
B10211 AG-5 8270 ...
B10211 AG-5 8270 ...
B10211 AG-5 8270 ...
B10211 AG-5 8270 ...
B10211 AG-5 8270 ...
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PROJE?‘:T 5/30/{ Q@H 8370/'—ﬁ sswel

Notebook No. 3323 55

Continued from Page

T T

o

|

Injection Log

]

|

|

T

|

e Directory; C:\MSDCHEM\1\DATA\052914 ‘
: Line Vial FileName  Multiplier SampleName Misc Info
| 1 E0529401.d 1. 50 PPM TUNE 16512 (]?&;5g AG-5 8270
2 2 E0529402.d 1. 30 PPM STD 16520 Yoo, AG-5 8270
1 3 3 E0529403d 1. 006621-03B1 B10215 AG-5 8270 ...
|| 4 4  E0529404.d 1. 006621-03K1 [ B10215 AG-5 8270 ...
5 5 E0529405.d 1. 006620-04 o B10211 AG-5 8270 ...
— 6 6 E0529406.d 1. 006620-05 B10211 AG-5 8270 ...
7 7  E0529407.d 1. 006621-01 B10215 AG-5 8270 ...
8 8 E0529408.d 1. 006621-02 B10215 AG-5 8270 ...
— 9 9 E0520409.d 1. 006621-03 B10215 AG-5 8270 ...
| 10 10 E0529410.d 1. 006621-03MS B10215 AG-5 8270 ...
1111 EO0529411d 1. 006621-03MD B10215 AG-5 8270 ...
12 12 E0529412d 1. 006621-04 B10215 AG-5 8270 ...
- 13 13 E0529413d 1. 006621-05 B10215 AG-5 8270 ...
. 14 14 E0529414.d 1. 006621-06 B10245 AG-5,8270 ...
i 16 156 E0529415d 1. 006621-07 B10215 AG-5 8270 ...
— 16 16 E0529416.d 1. 006621-08 s e B10215 AG-5 8270 ... ;
Ve e ;
S {’
- |
AT i /i ]
LTI G20 [ D0
A X rJl <__)L l (“//—D l/
//
/
//
/|
//
V4 |
7
//
//
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Blank / Field Sample / QC Data

Sample Results

Chromatogram

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

Tentatively Identified Compounds (If required)

Rev. 1.1
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METHOD BLANK REPORT

ARDL, Inc. 400 Aviation Drive;
ITllinols 62864

Mt. Vernon,

Lab Report No: 006621

Report

Date: 06/0

P.O. Box 1566

2/2014

Project Name: MAKAU MILITARY RESER

Analysis: BNA'S (METHOD 8270)

Project No.: Analytical Method: 8270C

NELAC Certified - IL100308

Prep Method: 3550A

| l

| I

| I

| |

| Field ID: NA ARDL Lab No.: 006621-03B1

| Desc/Location: NA Lab Filename: E0529403 |

| Sample Date: NA Received Date: NA

| Sample Time: NA Prep. Date: 05/28/2014

| Matrix: QC Material Analysis Date: 05/29/2014

| Amount Used: 5 g Instrument ID:  AG5 [

| Final Volume: 1 mL QC Batch: B10215 |

| % Moisture: NA Level: LOW |

| l

| Method Reporting Data

| Parameter Limit Limit Result Flag Units |

| |

| Dimethylphthalate 200 1000 ND UG/KGE |

| 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-ds 30-130 77%

| 2-Fluorobiphenyl 30-130 86% [

| Terphenyl-dl4 30-130 84% |
!

!

Surrogate recoveries marked with

'*' indicates they are outside standard limits.

Blank for Run B10215, BNA'S (METHOD 8270)

ARDL Inc Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

Page 1 of 1
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Quantitation Report

Data Path : C:\MSDCHEM\1\DATAN052914\
Data File E0529403.D

Acqg On v 29 May 2014 10:42
Operator : PEK

Sample : 006621-03B1

Misc : B10215 AG-5 8270 SOIL

ALS vial 3 Sample Multiplier: 1

Quant Time:
Quant Method
Quant Title
QLast Update
Response via

Fri May 30 08

Internal Standards

May 30 08:32:28 2014
Ci\MSDCHEMNINCALFILES\8270CALS\E8270323HT . M
8270 BNA Calibration

127:54 2014

Initial Calibration

(Not Reviewed)

Conc Units Dev(Min)

) 1,4-Dichlorobenzene-d4
) Naphthalene-d8

) Acenaphthene-dil1o

) Phenanthrene-dilo0

) Chrysene-dl2

) Perylene-dl2

System Monitoring Compounds
3) Nitrobenzene-d5
Spiked Amount 5000.000
5) 2-Fluorobiphenyl
Spiked Amount 5000.000
12) Terphenyl-di4
Spiked Amount 5000.000

Target Compounds

R.T. QIon
7.05 152
9.00 136
11.89 164
14.44 188
19.69 240
24.77 264
7.88 82
16.76 172
17.23 244

Response
2337022 8000.00
9078323 8000.00
4741694 8000.00
7468262 8000.00
8067378 8000.00
8746429 8000.00
1639827 3863.09
Recovery =
3575275 4318.58
Recovery =
3632139 4193.22
Recovery =

ug/L 0.
86.37%
ug/L 0.
83.86%

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

ARDL Inc

E8270323HT.M Fri May 30 08:32:28 2014

Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

Page: 1
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ARDL, INC.

400 Aviation Drive;

Mt. Vernon,

Lab Report No: 006621

Illinois 62864

Report

Date: 06/0

P.O. Box 1566

2/2014

Project Name: MAKAU MILITARY RESER

Analysis: BNA'S (METHOD 8270)

Project No.: Analytical Method: 8270C

NELAC Certified - IL100308

Prep Method: 3550A

| I
| I
| |
| |
| Field ID: NA ARDL Lab No.: 006621-03K1
| Desc/Location: NA Lab Filename: E0529404
| Sample Date: NA Received Date: NA |
| Sample Time: NA Prep. Date: 05/28/2014
| Matrix: QC Material Analysis Date: 05/29/2014
| Amount Used: 5 g Instrument ID:  AGS
| Final vVolume: 1 mL QC Batch: B10215 |
| % Moisture: NA Level: LOW
| I
| Method Reporting Data
| Parameter Limit Limit Result  Flag Units |
| |
| Dimethylphthalate 200 1000 3650 UG/KG
| Diethylphthalate 200 1000 3820 UG/KG
| Di-n-butylphthalate 200 1000 3960 UG/KG
| Pyrene 200 1000 4240 UG/KG
| bis(2-Ethylhexyl)phthalate 200 1000 3920 UG/KG
| Di-n-octylphthalate 200 1000 3840 UG/KG
| I
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-d5 30-130 72%
| 2-Fluorobiphenyl 30-130 81% |
| Terphenyl-d14 30-130 88%

|

|

Surrogate recoveries marked with

"' indicates they are outside standard limits.

Spike Blank for Run B10215, BNA'S (METHOD 8270)

ARDL Inc Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

Page 1 of 1
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\1\DATANGS52914N\
Data File : E0529404.D

Acq On © 2% May 2014 11:23
Operator : PEK

Samplse : 006621-03K1

Misc . B10215 AG-5 8270 SOIL

ALS vial : 4 Sample Multiplier: 1

Quant Time: May 30 08:32:43 2014

Quant Method : C:\MSDCHEM\INCALFILESN\8270CALS\E8270323HT.M
Quant Title : 8270 BNA Calibration

QLast Update : Fri May 30 08:27:54 2014

Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1} 1,4-Dichlorobenzene-d4 7.05 152 2087765 8000.00 ug/L 0.00
2) Naphthalene-ds8 9.00 136 8191306 8000.00 ugsL 0.00
4) Acenaphthene-dl0 11.89 164 4285678 8000.00 ugsL 0.00
8) Phenanthrene-dl0 14.44 188 6867300 8000.00 ug-sL 0.00

10) Chrysene-dl2 19.70 240 7061282 8000,00 ugsL -0.01
15) Perylene-dl2 24.78 264 8073244 8000.00 ugs/L -0.02

System Monitoring Compounds
3) Nitrobenzene-db 7.88 82 1378583 3599.33 ugs/L 0.00
Spiked Amount 5000.000 Recovery = 71.99%

5) 2-Fluorobiphenyl 10,76 172 3020690 4036.94 ug/L 0,00
Spiked Amount 5000.000 Recovery = 80.74%
12) Terphenyl-did4 17.23 244 3320214 4379.26 ugs/L 0.00
Spiked Amount 5000.000 Recovery = 87.59%

Target Compounds Qvalue
6) Dimethylphthalate 11.45 163 3053623 3647.28 ug/L 99
7) Diethylphthalate 12.64 149 3146512 3823.07 ug/L 98
9) Di-n-butylphthalate 15.49 149 5581241 3963.56 ug/L 94

11) Pyrens 16.94 202 5459793 4235.48 ug/L 82
13) bis(2-Ethylhexyl)phthalate 19.91 149 3992254 3917.65 ug/L 97
14) Di-n-octylphthalate 22.65 149 7055468 3840.21 ugsL 100
(#) = qualifier out of range (m) = manual integration (+) = signals summed
E8 ZZRQSLZI%IGIT M Fri May 30 08:32:43 Rze%g‘r?Number 6621 - Sea Cucumber - Semivolatiles 8270C Bgl 91'07101‘ 141
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006621 Report Date: 06/02/2014

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

| Project No.: Analytical Method: 8270C |

| NELAC Certified - IL100308 Prep Method: 3550A

| I

| Field ID: MAK121C ARDL Lab No. : 006621-01 [

| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0529407 |

| Sample Date: 03/28/2014 Received Date: 04/29/2014

| Sample Time: 1035 Prep. Date: 05/28/2014 |

| Matrix: TISSUE Analysis Date: 05/29/2014

| Amount Used: 5 g Instrument ID:  AGS [

| Final Volume: 1 mL QC Batch: B10215

| % 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

| 1

| SURROGATE RECOVERIES: Limits Results

|Nitrobenzene-ds 30-130 61% |

| 2-Fluorobiphenyl 30-130 85% |

| Terphenyl-d14 30-130 85% |
|

|

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

Sample 006621-01, BNA'S (METHOD 8270) Page 1 of 1

ARDL Inc Report Number 6621 - Sea Cucumber - Semivolatiles 8270C Page 109 of 141



Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\1\DATAN\052914~\
Data File : E0529407.D

Acg On © 29 May 2014 13:28
Operator : PEK

Sample : 006621-01

Misc » B10215 AG-5 8270 SOIL
ALS Vial : 7 Sample Multiplier: 1

Quant Time: May 30 08:33:13 2014

Quant Method : C:\MSDCHEM\NLINCALFILES\8270CALSN\E8270323HT.M
Quant Title : 8270 BNA Calibration

QLast Update : Fri May 30 08:27:54 2014

Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.05 152 2600105 8000.00 ugs/L 0.00
2) Naphthalene-ds8 9.00 136 10003339 8000.,00 ug-/L 0.00
4) Acenaphthene-dl0 11.89 164 5242798 8000,00 ung/L 0.00
8) Phenanthrene-dio 14.44 188 8267861 8000,00 ugrsL 0.00

10} Chrysene-dl2 19.70 240 9126536 8000.00 ug-sL -0.02
15) Perylene-dl2 24.78 264 9564114 8000.00 ugsL -0.01

System Monitoring Compounds
3) Nitrobenzene-d5 7.88 82 1421920 3039,99 ug-sL 0.00
Spiked Amount 5000.000 Recovery = 60.80%

5) 2-~Fluorobiphenyl 16.76 172 3870173 4227.98 ug/L 0.00

Spiked Amount 5000.000 Recovery = 84.56%

12} Terphenyl-dl4 17.23 244 4156522 4241.72 ug/L 0.00

Spiked Amount 5000.000 Recovery = 84.83%
Target Compounds Qvalue

(#) = qualifier out of rangse (m) = manual integration (+) = signals summed

E8270323HT.M Fri May 30 08:33:13 2014 Page: 1
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Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

ARDL Inc




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

006621 Report Date:

Lab Report No:

06/02/2014

Project Name: MAKAU MILITARY RESER Analysis: BNA'S

(METHOD 8270)

| l
| Project No.: Analytical Method: 8270C
| NELAC Certified - IL100308 Prep Method: 3550A [
l |
| Field ID: MAK122C ARDL Lab No.: 006621-02 |
| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0529408 |
| Sample Date: 03/28/2014 Received Date: 04/29/2014 |
| Sample Time: 1301 Prep. Date: 05/28/2014 |
| Matrix: TISSUE Analysis Date: 05/29/2014 |
| Amount Used: 5 g Instrument ID:  AGS
| Final Volume: 1 mL QC Batch: B10215 1
| % 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
! |
| SURROGATE RECOVERIES : Limits Results ]
|Nitrobenzene-ds 30-130 51% |
| 2-Fluorobiphenyl 30-130 80% |
| Terphenyl-dl4 30-130 84% |
l

f

Surrogate recoveries marked with '#*!

Sample 006621-02, BNA'S (METHOD 8270)

ARDL Inc Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

indicates they are outside standard limits.

Page 1 of 1

Page 112 of 141



" Data Path

Quantitation Report

{Not Reviewed)

C I \MSDCHEMNINDATANOS2914\
Data File E0529408.D
Acg On v 29 May 2014 14:10
Operator : PEK
Sample : 006621-02
Misc : B10215 AG-5 8270 SOIL

ALS Vial : 8

Sample Multiplier: 1

Quant Time: May 30 08:33:21 2014

Quant Method
Quant Title
QLast Update
Response via

Internal Standards

C:\MSDCHEM\1INCALFILESN8270CALS\NE8270323HT . M
8270 BNA Calibration

Fri May 30 08:27:54 2014

Initial Calibration

R.T. QIon Responss Conc Units Dev(Min)

1,4-Dichlorobenzense-d4

Naphthalene-d8
Acenaphthene-dl0

Chrysene-dl2

1
1 Perylene-dl2

1)
2)
4)
8) Phenanthrene-dl10
0)
5)

System Monitoring Compounds

3) Nitrobenzene-d5
Spiked Amount 5000.
5) 2-Fluorobiphenyl
Spiked Amount 5000.

12} Terphenyl-di4

Spiked Amount 5000,

Target Compounds

600

000

000

7.05 152 2409317 8§000.06 ug/L 0.00
9.00 136 9287799 8000.00 ugs/L 0.00
11.89 164 4914730 8000.00 ugsL 0.00
14.44 188 7763744 8000.00 ugsL 0.00
12.70 240 8631926 8000.00 ug-sL -0.01
24.78 264 9133774 8000.00 ug-L -0.01

7.88 82 1097727 2527.69 ugsL 0.00

Recovery = 50.55%
10.76 172 3435863 4004.07 ugsL 0.00
Recovery = 80.08%
17.23 244 3886829 4193.78 ug/L 0.00
Recovery = 83.88%
Dvalue

(m) = manual integration (+) = signals summed

E8270323HT.M Fri May 30 08:33:22 2014

ARDL Inc

Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

Page: 1
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Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

ARDL Inc




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

Lab Report No: 006621 Report Date: 06/02/2014

| Project Name: MAKAU MILITARY RESER Analysis: BNA'S (METHOD 8270) I

|  Project No.: Analytical Method: 8270C

I NELAC Certified - IL100308 Prep Method: 3550A

I |

| Field ID: MAK123C ARDL Lab No.: 006621-03

| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0529409 [

| Sample Date: 03/28/2014 Received Date: 04/29/2014

| Sample Time: 1406 Prep. Date: 05/28/2014

| Matrix: TISSUE Analysis Date: 05/29/2014

| Amount Used: 5 g Instrument ID:  AGS

| Final Volume: 1 mL QC Batch: B10215

| % Moisture: No Moisture Present Level: LOW |

I I

| Method Reporting Data Dilution |

| Parameter Limit Limit Result Flag Units Factor |

I 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

I I

| SURROGATE RECOVERIES : Limits Results

|Nitrobenzene-d5 30-130 41%

| 2-Fluorobiphenyl 30-130 74% |

| Terphenyl-d14 30-130 86% |
I

|

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

Sample 006621-03, BNA'S (METHOD 8270)

ARDL Inc Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

Page 1 of 1
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Quantitation Report

(Not Reviewed)

Data Path CiN\MSDCHEMNINDATANGS291 4N
Data File E0529409.D
Acq On © 29 May 2014 14:52
Operator . PEK
Sample © 006621-03
Mise © B1l0215 AG-5 8270 SOIL
ALS vial 9 Sample Multiplier: 1
Quant Time: May 30 08:33:29 2014
Quant Method C:\MSDCHEM\INCALFILES\8270CALSN\E8270323HT .M
Quant Title 8270 BNA Calibration
QLast Update Fri May 30 08:27:54 2014
Response via Initial Calibration
Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.05 152 2439085 8000.00 ug/L 0.00
2) Naphthalene-d8 9.00 136 9387418 8000,00 ug/L 0.00
4) Acenaphthene-dl0 11.89 164 4971616 8000.00 ug/L 0.00
8) Phenanthrene-dl0 14.44 188 7839859 8000.00 ug/L 0.00
10) Chrysene-d12 19.70 240 8786297 §000.00 ugsL -0.02
15) Perylene-dl2 24.78 264 9171084 8000.00 ug-sL -0.,01
System Monitoring Compounds
3) Nitrobenzene-d5 7.88 82 900582 2051.73 ugsL 0.00
Spiked Amount 5000.000 Recovery = 41.03%
5) 2-Fluorobiphenyl 10.76 172 3202325 3689,21 ugsL 0.00
Spiked Amount 5000.000 Recovery = 73.78%
12) Terphenyl-dld4 17.23 244 4041526 4284.08 ug/L 0.00
Spiked Amount 5000.000 Recovery = 85.68%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = sgignals summed

E8270323HT.M Fri May 30 08:33:29 2014 )
Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

ARDL In

C

Page: 1
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ARDL,
400 Aviation Drive;
Mt. Vernon,

Lab Report No: 006621

INC.
P.O. Box 1566
Illinois

Report Date:

62864

06/02/2014

Project Name: MAKAU MILITARY RESER

Analysis: BNA'S

(METHOD 8270)

!
I Project No.: Analytical Method: 8270C
| NELAC Certified - IL100308 Prep Method: 3550A
l |
| Field ID: MAK123C ARDL Lab No.: 006621-03M8 |
| Desc¢/Location: MAKAU MILITARY RESERVATION Lab Filename: E0529410
| Sample Date: 03/28/2014 Received Date: 04/29/2014
| Sample Tine: 1406 Prep. Date: 05/28/2014
| Matrix: TISSUE Analysis Date: 05/29/2014 |
| Amount Used: 5 g Instrument ID: AGS
| Final Volume: 1 mL QC Batch: B10215 |
| % Moisture: No Moisture Present Level: LOW |
| |
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor |
| I
| Dimethylphthalate 200 1000 3870 UG/KG 1
| Diethylphthalate 200 1000 3920 UG/KG 1
| Di-n-butylphthalate 200 1000 4020 UG/KG 1
| Pyréne 200 1000 4160 UG/KG 1 |
| bis(2-Ethylhexyl)phthalate 200 1000 3910 UG/KG 1
| Di-n-octylphthalate 200 1000 3900 UG/KG 1
| |
| SURROGATE RECOVERIES: Limits Results
|Nitrobenzene-d5 30-130 62%
| 2-Fluorobiphenyl 30-130 84% |
| Terphenyl-dl4 30-130 86% |
|

l

Surrogate recoveries marked with '*!

Matrix Spike for 006621-03, BNA'S (METHOD 8270)

ARDL Inc

Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

indicates they are outside standard limits.

Page 1 of 1
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\INDATANG52914\
Data File : E0529410.D

Acqg On © 29 May 2014 15:35
Operator . PEK

Sample © 006621-03MS

Migc : B10215 AG-5 8270 SOIL
ALS Vvial 1 10 Sample Multiplier: 1

Quant Time: May 30 08:33:37 2014

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270323HT.M
Quant Title : 8270 BNA Calibration

QLast Update @ Fri May 30 08:27:54 2014

Response via @ Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzens-d4 7.056 152 2544185 8000.00 ug/L 0.00
2) Naphthalene-ds 9.00 136 9692184 8000.00 ug/L 0.00
4) Acenaphthene-dl0 11.89 164 5070717 8000.00 ugsL 0.00
8) Phenanthrene-dlo0 14.44 188 7913081 8000,00 ugs/L 0.00

10) Chrysene-dl2 19.71 240 8462562 8000.00 ugsL 0.00
15) Perylens-di2 24.78 264 9434566 8000.00 ug/L 0.00

System Monitoring Compounds
3) Nitrobenzene-d5 7.88 82 1415749 3123.97 ug/L 0.00
Spiked Amount 5000.000 Recovery = 62.48%

5) 2-Fluorobiphenyl 16.76 172 3720460 4202.35 ugsL 0.00
Spiked Amount 5000.000 Recovery = 84.05%
12) Terphenyl-dil4 17.23 244 3911932 4305,34 ug/L 0.00
Spiked Amount 5000.000 Recovery = 86.11%

Target Compounds Qvalue
6) Dimethylphthalate 11.45 163 3836606 3873.03 ug/L 99
7) Diethylphthalate 12.65 149 3812611 3915.22 ugs/L 99
9) Di-n-butylphthalate 15.49 149 6519283 4017.86 ug/L 94

11) Pyrene 16.94 202 6419307 4155.24 ug/L 81
13) bis(2-Ethylhexyl)phthalate 1%.%1 149 4775862 3910.58 ug/L 97
14) Di-n-octylphthalate 22.65 149 8593075 3902.65 ugsL 100
(#) = qualifier out of range (m) = manual integration (+) = signals summed
E8270323HT.M Fri May 30 08:33:38 2014 Page: 1
ARDL Inc Report Number 6621 - Sea Cucumber - Semivolatiles 8270C Page 119 of 141
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Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

ARDL Inc



ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864
Lab Report No: 006621 Report Date: 06/02/2014

| Project Name: MAKAU MILITARY RESER BAnalysis: BNA'S (METHOD 8270) |

| Project No.: Analytical Method: 8270C |

] NELAC Certified - IL100308 Prep Method: 3550A

| |

| Field ID: MAK123C ARDL Lab No.: 006621-03MD

| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0529411 ]

| Sample Date: 03/28/2014 Received Date: 04/29/2014

| Sample Time: 1406 Prep. Date: 05/28/2014

| Matrix: TISSUE Analysis Date: 05/29/2014

| Amount Used: 5 g Instrument ID:  AGS

| Final Volume: 1 mL QC Batch: B10215

l % Moisture: No Moigture Present Level: LOW

| |

| Method Reporting Data Dilution |

] Parameter Limit Limit Result Flag Units Factoxr {

I l

| Dimethylphthalate 200 1000 3740 UG/KG 1

| Diethylphthalate 200 1000 3860 UG/KG 1

| Di-n-butylphthalate 200 1000 3990 UG/KG 1

| Pyrene 200 1000 4080 UG/KG 1 |

| bis(2-Ethylhexyl)phthalate 200 1000 3870 UG/KG 1

| Di-n-octylphthalate 200 1000 3840 UG/KG 1

l l

| SURROGATE RECOVERIES: Limits Results

|Nitrobenzene-ds 30-130 72% |

| 2-Fluorobiphenyl 30-130 84% |

| Terphenyl-dl4 30-130 86% |
|

l

Surrogate recoveries marked with '*!'

Matrix Spike Duplicate for 006621-03, BNA'S (MET

ARDL Inc

HOD 8270)

Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

indicates they are outside standard limits.

Page 1 of 1
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEMNINDATANO52914\
Data File : E0529411.D

Acg On » 29 May 2014 16:17
Opsrator : PEK

Sample : 006621-03MD

Misc ;. B10215 AG-5 8270 SOIL

ALS vial : 11 Sample Multiplier: 1

Quant Time: May 30 08:33:47 2014

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270323HT.M
Quant Title : 8270 BNA Calibration

QLast Update : Fri May 30 08:27:54 2014

Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.056 152 2493847 8000,00 ugsL 0.00
2) Naphthalene-d8 9.01 136 9571759 8000.00 ug/L 0.00
4) Acenaphthene-dio 11.89 164 5075410 8000.00 ugsL 0.00
8) Phenanthrene-d1o0 14.44 188 7913613 8000.00 ugs/L 0.00

10) Chrysene-dl2 19.71 240 8503647 8000.00 ugsL 0.00
15) Perylene-dl2 24.78 264 9494961 8000.00 ug/L -0.01

System Monitoring Compounds
3) Nitrobenzene-d5 7.88 82 1607188 3591.02 ug/L 0.00
Spiked Amount 5000.000 Recovery = 71.82%

5) 2-Fluorobiphenyl 10.76 172 3706718 4182.96 ug/L 0.00
Spiked Amount 5000.000 Recovery = 83.66%
12) Terphenyl-dl4 17.23 244 3945221 4321.00 ug-/L 0.00
Spiked Amount 5000.000 Recovery = 86.42%

Target Compounds Ovalue
6) Dimethylphthalate 11.45 163 3708289 3740.04 ug/L 99
7) Diethylphthalate 12.65 149 3763120 3860,82 ug/L 98
9) Di-n-butylphthalate 15.49 149 6471030 3987.85 ug/L 94

11) Pyrene 16.94 202 6334494 4080.53 ug/L 82
13) bis(2-Ethylhexyl)phthalate 19.91 149 4752627 3872.75 ug/L 97
14) Di-n-octylphthalate 22.66 149 8492786 3838.47 ug/L 100

(#) = qualifier out of rangs (m) = manual integration (+) = gignals summed

E82XI§8I§%@T ‘M Fri May 30 08:33:47 Fgeg%rleumber 6621 - Sea Cucumber - Semivolatiles 8270C Eﬁéiael:zz]of 141
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ARDL,

400 Aviation Drive;
Illinois

Mt. Vernon,

Lab Report No: 006621

Report Date:

INC.
P.0. Box 1566

62864

06/02/2014

Project Name: MAKAU MILITARY RESER

Project No.:

Analysis: BNA'S
Analytical Method:

8270C

(METHOD 8270)

| I
| |
| NELAC Certified - IL100308 Prep Method: 3550A
f l
| Field 1ID: MAK124C ARDL Lab No.: 006621-04
| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: BE0529412 |
| Sample Date: 03/28/2014 Received Date: 04/29/2014
| Sample Time: 1520 Prep. Date: 05/28/2014
| Matrix: TISSUE Analysis Date:  05/29/2014 |
| Amount Used: 5 g Instrument ID:  AG5
| Final Volume: 1 mL QC Batch: B10215
| % 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
| l
| SURROGATE RECOVERIES : Limits Results [
|Nitrobenzene-d5 30-130 47% |
| 2-Fluorobiphenyl 30-130 78% |
| Terphenyl-dl4 30-130 82%

l

Surrogate recoveries marked with '*!

Sample 006621-04, BNA'S (METHOD 8270)

ARDL Inc

Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

indicates they are outside standard limits.

Page 1 of 1

Page 124 of 141



Quantitation Report (Not Reviewsd)

Data Path : C:\MSDCHEMNINDATAN052914\
Data File : E0529412.D

Acg On : 29 May 2014 17:00
Operator : PEK

Sample : 006621-04

Misc : B10215 AG-5 8270 SOIL

ALS Vial : 12 Sample Multiplier: 1

Quant Time: May 30 08:33:59 2014

Quant Method : C:\MSDCHEMNINCALFILES\8270CALS\E8270323HT.M
Quant Title : 8270 BNA Calibration

QLast Update : Fri May 30 08:27:54 2014

Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.05 152 2449626 8000.00 ug-L 0.00
2) Naphthalene-d8 9.00 136 9473933 8000,00 ugsL 0.00
4) Acenaphthene-d10 11.89 164 5035933 8000.00 ug/L 0.00
8) Phenanthrene-dlo0 14.44 188 8001845 8000.00 ugsL 0.00

10) Chrysene-dl2 19.70 240 8851762 8000.00 ug/L -0.02
15) Perylene-dil2 24.78 264 9512362 8000.00 ug/L -0.01

System Monitoring Compounds
3) Nitrobenzene-d5 7.88 82 1030518 2326.31 ugs/L 0.00
Spiked Amount 5000.000 Recovery = 46.53%

5) 2-Fluorobiphenyl 10.76 172 3424708 3895.01 ug/L 0.00
Spiked Amount 5000.000 Recovery = 77.90%
12) Terphenyl-dl4 17.23 244 3902850 4106 .48 ugs/L 0.00
Spiked Amount 5000.000 Recovery = 82.13%

Target Compounds Ovalue

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

70323HT.M Fri May 30 08:34:00 2014 .

ARDL Inc Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

Page: 1
Paéé125of14l
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ARDL, INC.

400 Aviation Drive;

P.O. Box 1566

Mt. Vernon, Illinois 62864
Lab Report No: 006621 Report Date: 06/02/2014
Project Name: MAKAU MILITARY RESER Analysis: BNA'S (METHOD 8270) |
Project No.: : Analytical Method: 8270C
NELAC Certified - IL100308 Prep Method: 3550A
Field ID: MAK125C ARDL Lab No.: 00662105 |
Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0529413 |
Sample Date: 03/28/2014 Received Date: 04/29/2014
Sample Time: 1530 Prep. Date: 05/28/2014
Matrix: TISSUE Analysig Date: 05/29/2014
Amount Used: 5 g Instrument ID:  AGS5
Final Volume: 1 mL QC Batch: B10215
% 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 39%
| 2-Fluorobiphenyl 30-130 76% |
| Terphenyl-di14 30-130 83% ]

l

ARDL Inc

Surrogate recoveries marked with '*!

Sample 006621-05, BNA'S (METHOD 8270)

Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

indicates they are outside standard limits.

Page 1 of 1

Page 127 of 141



Quantitation Report {(Not Reviewed)

Data Path : C:\MSDCHEMNI\DATAN052914\
Data File : E0529413.D

Acg On : 29 May 2014 17:42
Operator . PEK

Sample © 006621-05

Misc . B10215 AG-5 8270 SOIL

ALS vial ¢ 13 Sample Multiplier: 1

Quant Time: May 30 08:34:09 2014

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270323HT.M
Quant Title . 8270 BNA Calibration

QLast Update : Fri May 30 08:27:54 2014

Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1.4-Dichlorobenzene-d4 7.05 152 2409168 8000.00 ug/L 0.00
2) Naphthalene-d8 9.00 136 9205822 8000.00 ug/L 0.00
4) Acenaphthene-dl0 11.89 164 4843188 8000.00 ugsL 0.00
8) Phenanthrene-dl10 14.44 188 7691645 8000.00 ugsL 0.00

10) Chrysene-dl2 19.70 240 8596707 8000.00 ug-L -0.02
15) Perylene-di2 24.78 264 8977380 8000.00 ugs/L ~0.01

System Monitoring Compounds
3) Nitrobenzene-d5 7.88 82 838241 1947 .37 ug/L 0.00
Spiked Amount 5000.000 Recovery = 38.95%

5) 2-Fluorobiphenyl 10.76 172 3201373  3785.,91 ug/L 0.00

Spiked Amount 5000.000 Recovery = 75.72%

12) Terphenyl-d14 17.23 244 3829405 4148 .75 ug/L 0.00

Spiked Amount 5000.000 Recovery = 82.97%
Target Compounds Ovalue

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

E8270323HT .M Fri May 30 08:34:10 2014 Page: 1
ARDL Inc Report Number 6621 - Sea Cucumber - Semivolatiles 8270C Page 128 of 141
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INC.
P.O. Box 1566
62864

ARDL,
400 Aviation Drive;
Mt. Vernon, Illinois

006621 Report Date:

Lab Report No:

06/02/2014

Analysis: BNA'S
8270C

MAKAU MILITARY RESER
Analytical Method:

Project Name:
Project No.:

(METHOD 8270)

l |

I |

| NELAC Certified - IL100308 Prep Method: 3550A [

| |

| Field ID: MAK126C ARDL Lab No.: 006621-06 |

| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0529414 |

| Sample Date: 03/28/2014 Received Date: 04/29/2014 |

| Sample Time: 1547 Prep. Date: 05/28/2014

| Matrix: TISSUE Analysis Date: 05/29/2014

| Amount Used: 5 g Instrument ID: AG5

| Final Volume: 1 mL QC Batch: B10215

| % Moisture: No Moisture Present Level: LOW

I l

| 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/KG 1

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

| Pyrene 200 1000 ND UG/KG 1

| big(2~Ethylhexyl)phthalate 200 1000 ND UG/KG 1

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

l |

| SURROGATE RECOVERIES: Limits Results

|Nitrobenzene-d5s 30-130 33% |

| 2-Fluorobiphenyl 30-130 64% |

| Terphenyl-dl4 30-130 85% |
I

Surrogate recoveries marked with '*!

Sample 006621-06, BNA'S (METHOD 8270)

ARDL Inc Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

indicates they are outside standard limits.

Page 1 of 1

Page 130 of 141



Data  Path
Data File
Acg On
Operator
Sample
Misc

ALS vial

Quant Time:
Quant Method
Quant Title
QLast Update
Response via

Quantitation Report

C:\MSDCHEMNINDATANDS52914N

E0529414.D
29 May 2014
PEK
006621-06
B10215 AG-5 8270 SOIL
14 Sample Multiplier:

18:25

May 30 08:34:18 2014

1

(Not Reviewed)

CIN\MSDCHEMNINCALFILESN\8270CALS\NE8270323HT . M

8270 BNA Calibration

Fri May 30 08:27:54 2014

Initial Calibration

Internal Standards R.T. Qlon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.05 152 2485371 8000.00 ug-/L 0.00
2) Naphthalene-d8 9.00 136 9529655 8000.00 ug-/L 0.00
4) Acenaphthene-dl10 11.89 164 5004338 8000.00 ug/L 0.00
8) Phenanthrense-di10 14.44 188 7801845 8000.00 ug/L 0.00

10) Chrysene-dl2 19,70 240 8591465 8000.00 ugs/L -0.02
15) Perylene-di2 24.78 264 9150712 8000.00 ugsL -0.,01

System Monitoring Compounds
3) Nitrobenzene-d5 7.88 82 731624 1641.92 ug/L 0.00
Spiked Amount 5000.000 Recovery = 32.84%

5) 2-Fluorobiphenyl 10.76 172 2812423 3218.84 ugsL 0.00
Spiked Amount 5000.000 Recovery = 64.38%
12) Terphenyl-di4 17.23 244 3913621 4242.57 ug/L 0.00
Spiked Amount 5000.000 Recovery = 84.85%
Targset Compounds Qvalue
(#) = qualifier out of range (m} = manual integration (+) = signals summed

jan

23
L In

3]

T.M Fri May 30 08:34:19 2014

Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

Page: 1
Paé%l3lof14l
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006621 Report Date: 06/02/2014

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

| Project No.: Analytical Method: 8270C

] NELAC Certified - IL100308 Prep Method: 3550A

| |

| Field ID: MAK127C ARDL Lab No.: 006621-07

| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0529415 |

| Sample Date: 03/28/2014 Received Date: 04/29/2014

| Sample Time: 1610 Prep. Date: 05/28/2014

| Matrix: TISSUE Analysis Date: 05/29/2014

| Amount Used: 59 Instrument ID:  AG5

| Final Volume: 1 mL QC Batch: B10215

| % 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

| I

| SURROGATE RECOVERIES: Limits Results

| Nitrobenzene-d5 30-130 38%

| 2-Fluorobiphenyl 30-130 73% |

| Terphenyl-d14 30-130 83% |
I

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

Sample 006621-07, BNA'S (METHOD 8270)

ARDL Inc Report Number 6621 - Sea Cucumber - Semivolatiles 8270C

Page 1 of 1

Page 133 of 141



Data Path
Data File
Acg On
Operator
Sample
Migc

ALS Vial

Quant Time:
Quant Method
Quant Title
QLast Update
Response via

Quantitation Report

C:\MSDCHEMN\1INDATANGCS291 4N\
E0529415.D
29 May 2014
PEK
006621-07
B10215 AG-5 8270 SOIL

15 Sample Multiplier: 1

19:06

May 30 08:34:28 2014

(Not Reviewed)

C:\MSDCHEMNINCALFILESN8270CALS\E8270323HT . M

8270 BNA Calibration
Fri May 30 08:27:54 2014
Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.05 152 2453601 8000.00 ug/L 0.00
2) Naphthalene-d8 9.00 136 9433366 8000.00 ug/L 0.00
4} Acenaphthene-dl0 11.89 164 5020417 8000.00 ugsL 0.00
8) Phenanthrene-dlo0 14.44 188 7967684 8000.00 ugrL 0.00

10) Chrysene-dl2 19.70 240 8828607 8000,00 ugsL -0,01
15) Perylene-di2 24.78 264 9391142 8000.00 ug-sL 0.00

System Monitoring Compounds
3) Nitrobenzene-d5 7.88 82 831033 1884.06 ug/L 0.00
Spiked Amount 5000,000 Recovery = 37.68%

5) 2-Fluorobiphenyl 10.76 172 3202227 3653.,24 ug/L 0.00
Spiked Amount 5000.000 Recovery = 73.06%
12) Terphenyl-dld4 17.23 244 3920232 4135.59 ugs/L 0.00
Spiked Amount 5000,000 Recovery = 82.71%
Target Compounds Ovalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed

ESZKIQSLZI%IEIT .M Fri May 30 08:34:28 R%gc}rf;Number 6621 - Sea Cucumber - Semivolatiles 8270C

Pageraabr 141
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006621 Report Date: 06/02/2014

| Project Name: MAKAU MILITARY RESER Analysis: BNA'S (METHOD 8270) |
| Project No.: Analytical Method: 8270C |
| NELAC Certified - IL100308 Prep Method: 3550A
| |
| Field ID: MAK128C ARDL Lab No. : 006621-08 |
| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0529416 |
| sample Date: 03/28/2014 Received Date: 04/29/2014 |
| sample Time: 1643 Prep. Date: 05/28/2014 |
| Matrix: TISSUE Analysis Date: 05/29/2014 |
| Amount Used: 5 g Instrument ID:  AG5 |
| Final volume: 1 mL QC Batch: B10215
| % Moisture: No Moisture Present Level: LOW |
I I
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor |
l 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-ds 30-130 34% |
| 2-Fluorobiphenyl 30-130 63% l
| Terphenyl-d14 30-130 80%

|

\

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

Sample 006621-08, BNA'S (METHOD 8270)

ARDL Inc Report Number 6621 - Sea Cucumber - Semivolatiles 8270C
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Data Path
Data File
Acqg On
Operator
Sample
Misc

ALS Vial

Quant Time:
Quant Method

Quantitation Report

C:\MSDCHEMN1I\DATANG5291 4\
E0529416.D
29 May 2014
PEK
006621-08
B10215 AG-5 8270 SOIL

16 Sample Multiplier: 1

19:48

May 30 08:34:35 2014

(Not Reviewed)

C:\MSDCHEMN\1INCALFILESN\8270CALS\E8270323HT . M

8270 BNA Calibration

Quant Title
QLast Update
Response via

Fri May 30 08:27:54 2014
Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.05 152 2409589 8000.00 ug/L 0.00
2) Naphthalene-d8 9.00 136 9401641 8000.00 ugs/L 0.00
4) Acenaphthene-dl0 11.89 164 4954372 8000.00 ugsL 0.00
8) Phenanthrene-di10 14.44 188 7995291 8000.,00 ugsL 0.00

10) Chrysene-dl12 19.70 240 9037013 8000.00 ugsL -0.02
15) Perylene-dl2 24.78 264 9476613 8000.00 ugsL -0.01

System Monitoring Compounds
3) Nitrobenzene-d5 7.88 82 751796 1710.17 ug/L 0.00
Spiked Amount 5000.000 Recovery = 34.20%

5) 2-Fluorobiphenyl 10.76 172 2708819 3131.53 ugsL 0.00

Spiked Amount 5000.000 Recovery = 62.63%

12) Terphenyl-dl4 17.23 244 3902074 4021.50 ug-sL 0.00

Spiked Amount 5000.000 Recovery = 80.43%
Target Compounds Qvalue
(#) = qualifier out of range {m) = manual integration (+) = signals summed

E8 ZKIQI%LZ %‘éT ‘M Fri May 30 08:34:36 R?é%(]Jr‘l1 Number 6621 - Sea Cucumber - Semivolatiles 8270C
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Example Calculation

Rev. 1.1
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EXAMPLE CALCULATIONS
(BNA — General Use)

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:

Where:

RF = (AxCis) / (AisCx)

Area of the characteristic ion for the compound being measured
Area of the characteristic ion for the specific internal standard.

Concentration of the specific internal standard.
Concentration of the compound being measured.

The RF is calculated for each standard concentration level in the initial calibration curve. The average RF is
then calculated off these points.

Sample Calculations

Sample calculations are made by the instrument software and are performed as follows:

Example Sample Calculation

Sample No.: @0669*\“03M5 Compound:

Concentration (uglv_z? ) =
(S0ro7\ T (.56 )y \/,WL __Da.

Water;

Soil: (Low and Medium Level)

Where:

|1 I | S V|

1l

(A (Is)(Vy)
Concentration (ug/L) =
(Ais)(RF)(Vi) (Vo)
(Ax)(Is)(Vy)
Concentration (ug/Kg) =
(Ais)(RF)(Vi)(Ws)

Area of characteristic ion for the compound being measured.

Amount of internal standard injected (ng).
Area of characteristic ion for the internal standard.

Average response factor for the compound being measured.

Volume of extract injected (uL).

= . Volume of total extract (uL).

Volume of water extracted (mL.).
Weight of sample extracted (g).

Example Calculations

Performed By:

ARDL Inc

A

YEA oaie_ o] 2/5014
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ARDL Inc

Miscellaneous Additional Data
(If applicable)

@/None S LSty

Report Number 6621 - Sea Cucumber - Semivolatiles 8270C
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