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ORGANIC PACKAGE REVIEW CHECKLIST
METHOD: 5170
Initial Date

Case Narrative and/or Nonconformance Reports ‘
Case Narrative / Analyst Comment Sheets ..., %K j/ﬁ//l/

Nonconformance / Noncompliance Reports (if applicable) ..., 4 <

Sample Receipt Information
Copies of Original Chain-0f-Custody FOMMIS .......ccocoieeemeeeeieireiseee e PR Hﬁ//‘/

Cooler Receipt Form and AirbillS........c..eeviiiiiiii e
Phone Messages (If applicable) .........cccoevivviiiiiiiicee e I

Field SamPle RESUIS ...........c..ooviveiiiiieieieeetete ettt ettt ettt es st eens FEK Lll/?//
QC Summary Forms (PEE L[/(f://L[

Surrogate Summary, if applicable .........c.cooiiiiir i
Spike Blank and/or MS SUMMAIY .....cccee it et ae s eiar e sra e saree e
Blank Results & Blank Summary, if applicable...........ccccvoiiiiciie
ISTD Area Summary, if applicable ..........ooeiiiiiii e

Sample Preparation Information (if applicable) %
R a4
L

bt

Total Solids Determination (If applicable)........c.cccocvvviieiiii e,
Extraction Log (If applicable)..........cccicriiiiiiiiiic e
Extraction Notebook Pages (If applicable) ...,
Spiking Solutions Notebook Pages .........cccoiiviiiiii s
MIS/IVISD'S ...ttt ettt te ekt e e be e e et et aabee s
SUITOGAE/ISTDS ...cvooeeeveoeveees e eesssseee s sen s es e eees e enseens [ /
Spiking Solutions Certificates Of ANalYSES........ccccvvviiieiiiiii it
MES/MSD'S .ttt ettt ettt r e r e ra e s a et e et s re e e s
SUITOGAIES /ST DS .ot a e e e sttt ee e e sae
Certificates of Analysis (VeNdOr) .......oociiiiiiiie e

Standard Preparation Information (PE
K 4l
L1

S

Instrument Logs/Analysis Notebook Pages.........ccccoviiiiiiiiiiicinneeee e
Certificates of Analysis (VENAOI) .....ccuvviiiiiiiricce e e

Analytical Run Number 1
NA

Calibration INformation.........ccuuuuieii e
TUNE Dal@ ..o
Initial CaliDration...........euiuiiiiiiiee e e
Continuing Calibration ...........cocv i

Instrument Logs/Analysis Notebook Pages.........cccocccvviiiiiciiiinc e {

Blank/Sample/Field QC Data ............coveveemrevenne. ettt A

Analytical Run Number 2 (if required
g Calibration lnformati(on....c.I ......... ) .................................................................................... /f// /4
TUNE DAt ..o
Initial Calibration...........uvviviiciii e
ContinUING Calibration .......c.ccvieieeieeceiceece ettt s s e e
Instrument Logs/Analysis Notebook Pages........cccccviviiniiie e [
Blank/Sample/Field QC DAt ..............ocecorereeereeeereeeeeeeesseesesseseeseesseesseessseeeeseeesesnees e S+
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ORGANIC PACKAGE REVIEW CHECKLIST (Continued)
METHOD: Q270

Analytical Run Number 3 (if required)
Calibration Information...........cccoi i e

Continuing Calibration..........cccccoiiiiiii e
Instrument Logs/Analysis NotehooK Pages..........c.covveiviviiiiiiiie e seeeetei e
Blank/Sample/Field QC Data........c.c..coiviiiiiiiiiiiice ettt

Analytical Run Number 4 (if required)
Calibration INformation......ccocuuiiiio et
TUNE Data ...t e e e

Instrument Logs/Analysis Notebook Pages...........cccvvveviviiiiec e,
Blank/Sample/Field QC Data .......cccceiiiiiieiiiieecceee et

Analytical Run Number 5 (if required)
Calibration Information..........cccoiiiiii i

Continuing Calibration ...........ovveiiiiiiie e
Instrument Logs/Analysis Notebook Pages.........ccccccvvveiieieiiiiie e
Blank/Sample/Field QC Data .......ccoocveiiiiiiic e

Analytical Run Number 6 (if required)
Calibration Information............ioiiiiiieiii e e e
TUNE DAtA ..ttt e e

Continuing CAIDIALION ..o s e ee s es oo
Instrument Logs/Analysis Notebook Pages........coouvieviiiiiiii i
Blank/Sample/Field QC Data .......covviiiiiiiiciiee it

Example Calculation
Example Calculation Sheet.........ccccciiiiiiiii e

Miscellaneous Additional Data (if applicable)................c.cccvi v,

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

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

Package Completeness Checked By/Date: ?514 ' \/{ Z q [ 9& 6‘—(

Initial Date
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ORGANIC ANALYSIS CASE NARRATIVE
Corps of Engineers — ERDC, Vicksburg Date: 4/10/14
ARDL Report No.: 6615 Lab Name: ARDL, Inc.
Project Name:  MAKAU MILITARY RESERVATION OAHU (SEA CUCUMBER)

Samples Received at ARDL: 03/14/2014
Lab Sample Date
ID No. ID No. Collected Date Extracted Analysis Requested
006615-01 MAK111C 01/31/2014 03/25/2014 BNA
006615-02 MAK113C 01/31/2014 03/25/2014 BNA
006615-03 MAK114C 01/31/2014 03/25/2014 BNA
006615-04 MAK115C 01/31/2014 03/25/2014 BNA
006615-05 MAK116C 01/31/2014 03/25/2014 BNA
006615-06 MAK117C 01/31/2014 03/25/2014 BNA
006615-07 MAK118C 01/31/2014 03/25/2014 BNA
006615-08 MAK120C 02/11/2014 03/25/2014 BNA

SEMIVOLATILE FRACTION — METHOD 8270C

Eight (8) tissue (sea cucumber) samples were received by ARDL, Inc. on March 14, 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 resulting in a 1,000 ug/Kg reporting limit. All extractions were performed with
methylene chloride as the only solvent in order to avoid probable matrix interferences.

INITIAL CALIBRATION

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

CONTINUING CALIBRATION

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

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 MAK116C and met the recovery criteria.

METHOD BLANKS

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

Page 1 of 2
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ORGANIC ANALYSIS CASE NARRATIVE
Corps of Engineers — ERDC, Vicksburg Date: 4/10/14
ARDL Report No.: 6615 Lab Name: ARDL, Inc.
Project Name: MAKAU MILITARY RESERVATION OAHU (SEA CUCUMBER)
Samples Received at ARDL: 03/14/2014

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. |t 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 Technlcal Serwces M ager ophjs designee as
verified by the following signature. / -~ - /S

Dean S. Dickerson
Technical Services Manager

Page 2 of 2
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ARDL# lolol S~Lolpol 7

Project: IAK Au. I +/» They

/74
COOLER RECEIPT REPORT

. ARDL,INC.

dripnst g, ¢

TS
Cooler # Zo DO ’ .

/@@L’HEA Trok o7thhes Date Received: 3~ 74— 74

/
A. PRELIMINARY EXAMINATION PHASE: Date cooler was openedzgv/‘/* /£ (Signature)A;l/M AP

7

Number of Coolers in Shipment: ___/

ARDL Inc

1. Did cooler come with a shipping slip (@Irbill, 81C.)2.....cuiecerieri s eserseresniseseseseres o YES’) NO
If YES, enter carrier name and airbill number here: [p)j..aé’, qga{ 3 /aﬂgp,P JA 75
2. Were custody seals on OULSIHE OF COOIBI ..ot e e et s e s YES NO NA
How many and where? / L//L//ﬁ?d) ,Seal Date:j*’ /J?“'/‘?d Seal Name:_ 17 f%?f/? ex X,
3. Were custody seals unbroken and intact at the date and time of arfival?.........cociiin e @ NO
4.  Did you screen samples for radioactivity Using a GeIger COUNLEI?.........cccveiiiieinieeiererre e s erersnerareresassens @ NO
5. Were custody papers sealed in a plastic bag %ﬁég‘e%:inid/é‘ﬁﬁhﬁg—f{d—? .................... s — ¥ES NoO
6. Were custody papers fillsd out properly (ink, signed, €16.)7........ccouuurriernernniincies e @ NO NA
7. Were custody papers signed in appropriate place by ARDL PEISONNEIZ.......coririrririrerismeeerissereeiiiesinssesesssesessasesensasssssesans (YES’ NO N/A
8. Was project identifiable from custody papers? If YES, enter project name at the top of this form...............c.vvvee e @ ' NO  N/A
9. Was a separate container provided for measuring temperature? YES___ NO_#7 Cooler Temp. /. ‘/ C
B. LOG-IN PHASE: Date samples were logged-in: Trdf— 1o (Signature)ﬁga//&&m
10. Describe type of packing in cooler: ,éa/@///& parts // %//M j/%"{]ﬂj
11. Were all bottles sealed in separate plastic bags? k////lfalf?/; ........ . N/A ‘
12. Did all bottles arrive unbroken and were labels in‘good CONAIIONT vvivivrriete e b YES @
13. Were bottle [abels COMPIELET.......coiiriiiiii s e e st @ NO
14. Did all bottle labels agree with custody papers? ..........cueeee. et et et r e essesesere e @ NO
15. Were correct containers used for the tests indicated? .......ceevrrii YES" NO
16, Was pH correct on preserved Water SEMPIES?..........ccviocirmr i e e e ere e e sees YES NO @
17. Was a sufficient amount of sample Sent for tests INAICAIEAT. ............ovrieeeriiesrsises s sss s ssssssssesssssssstsassssssssans <YES' NO
18. Were bubbles absent in VOA samples? If NO, list by sample #: YES NO @
19. Was the ARDL project coordinator notified of any deficiencies?..........cviniiinieiinnesseneeneene ke YES™ NO. N/A
Comments and/or Corrective Action: Sample Transfer

ym AR 1140~ Lo _Leqafe/deal Fraction Fraction

Iy rYra : (a0

MAN /HTL - L Lldaton,)/ el Area# Area #
A Lat Legluod-. . W:///U
malk Jllol ~ Lot Leaahios [ ~Aeal w7 By
LA . o Ale.
MAR (T e - Ly Letates s [ el 0% sy On

Lir it . ‘
M A W 1AL ~ Ll _Cttatbog / Aol
&WZ@(A/L

(By: Signature) 24 Date: S— 7 - 14

MAADMINWFORMS\COOLER RECEIPT REPORT.doc * Rev. 05/07/07

Report Number 6615 - Sea Cucumber - Semivolatile 8270C
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006615 Report Date: 03/28/2014
| Project Name: MAKAU MILITARY RESER Analysis: BNA'S (METHOD 8270) |
| Project No.: Analytical Method: 8270C |
| NELAC Certified - IL100308 Prep Method: 3550A |
I |
| Field ID: MAK 111C ARDL Lab No.: 006615-01
| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0327406
| Sample Date: 01/31/2014 Received Date: 03/14/2014
| Sample Time: 1000 Prep. Date: 03/25/2014 |
| Matrix: TISSUE Analysis Date: 03/27/2014 |
| Amount Used: 5 g Instrument ID:  AG5
| Final Volume: 1 mL QC Batch: B10174 |
| % Moisture: No Moisture Present Level: LOW ]
| |
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units FPactor |
| 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/Ka 1 |
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1 |
| Di-n-octylphthalate 200 1000 ND UG/KG 1 |
| l
| SURROGATE RECOVERIES: Limits Results
| Nitrobenzene-ds 30-130 74% |
| 2-Fluorobiphenyl 30-130 89% {
| Terphenyl-d14 30-130 95% |
|

|

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

Sample 006615-01, BNA'S (METHOD 8270)

ARDL Inc Report Number 6615 - Sea Cucumber - Semivolatile 8270C

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

Lab Report No: 006615 Report Date: 03/28/2014
| Project Name: MAKAU MILITARY RESER Analysis: BNA'S (METHOD 8270)
| Project No.: Analytical Method: 8270C I
| NELAC Certified - IL100308 Prep Method: 3550A
I |
| Field ID: MAK 113¢C ARDL Lab No.: 006615-02 |
| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0327407 [
| Sample Date: 01/31/2014 Received Date: 03/14/2014
| sample Time: 1120 Prep. Date: 03/25/2014 |
| Matrix: TISSUR Analysis Date: 03/27/2014 |
| Amount Used: 5 g Instrument ID:  AG5 I
| Final volume: 1 mL QC Batch: B10174 ]
[ % Moisture: No Moisture Present Level: LOW |
| I
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor |
I I
| Dimethylphthalate 200 1000 ND UG/KaG 1 |
| Diethylphthalate 200 1000 ND UG/KG 1
| Di-n-butylphthalate 200 1000 ND UG/KG 1 (
| Pyrene 200 1000 ND UG/KG 1 I
| 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 80% |
| 2-Fluorobiphenyl 30-130 89% |
| Terphenyl-di4 30-130 91% |
I

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

Sample 006615-02, BNA'S (METHOD 8270) Page 1 of 1
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ARDI:, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006615 Report Date: 03/28/2014
| Project Name: MAKAU MILITARY RESER Analysis: BNA'S (METHOD 8270) |
| Project No.: Analytical Method: 8270C ]
| NELAC Certified - IL100308 Prep Method: 3550A |
| I
| Field ID: MAK 114C ARDL Lab No.: 006615-03 ]
| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0327408 |
| Sample Date: 01/31/2014 Received Date: 03/14/2014 |
| Sample Time: 1155 Prep. Date: 03/25/2014 ]
| Matrix: TISSUE Analysis Date:  03/27/2014 |
| Amount Used: 5 g Instrument ID: AGS5 |
| Final Volume: 1 mL QC Batch: B10174 |
| % 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
l I
I SURROGATE RECOVERIES: Limits Results |
| Nitrobenzene-ds 30-130 75% |
| 2-Fluorobiphenyl 30-130 86% |
| Terphenyl-di4 30-130 93% |
|

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

Sample 006615-03, BNA'S (METHOD 8270) Page 1 of 1
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006615 Report Date: 03/28/2014
| Project Name: MAKAU MILITARY RESER Analysis: BNA'S (METHOD 8270) |
| Project No.: Bnalytical Method: 8270C
| NELAC Certified - IL100308 Prep Method: 3550A |
| |
| Field ID: MAK 115C ARDL Lab No.: 006615-04 |
| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0327409 |
| sample Date: 01/31/2014 Received Date: 03/14/2014 |
| Sample Time: 1300 Prep. Date: 03/25/2014 |
| Matrix: TISSUE Pnalysis Date:  03/27/2014 |
| Amount Used: 5 g Instrument ID: AG5 |
| Final volume: 1 mL QC Batch: B10174 ]
| % 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 75% |
| 2-Fluorobiphenyl 30-130 89% ]
| Terphenyl-di14 30-130 88% |
l

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

Sample 006615-04, BNA'S (METHOD 8270) Page 1 of 1
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ARDI,, INC.
400 Aviation Drive; P.0O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006615 Report Date: 03/28/2014
Project Name: MAKAU MILITARY RESER Analysis: BNA'S (METHOD 8270) |
Project No.: Analytical Method: 8270C |
NELAC Certified - IL100308 Prep Method: 3550A |
I
Field ID: MAK 116C ARDL Lab No.: 006615-05
Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0327410 |
Sample Date: 01/31/2014 Received Date: 03/14/2014 [
Sample Time: 1330 Prep. Date: 03/25/2014 |
Matrix: TISSUE Analysis Date: 03/27/2014 |
Amount Used: 5 g Instrument ID:  AG5 |
Final Volume: 1 mL QC Batch: B10174 |
% 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/RG 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 74% |
| 2-Fluorobiphenyl 30-130 91% |
| Terphenyl-dl4 30-130 93% |
|

|

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

Sample 006615-05, BNA'S (METHOD 8270)

ARDL Inc Report Number 6615 - Sea Cucumber - Semivolatile 8270C

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

Lab Report No: 006615 Report Date: 03/28/2014
| Project Name: MAKAU MILITARY RESER Analysis: BNA'S (METHOD 8270) |
| Project No.: Analytical Method: 8270C |
| NELAC Certified - IL100308 Prep Method: 3550A l
| |
| Field ID: MAK 117C ARDL Lab No.:  006615-06 |
| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0327413 [
| Ssample Date: 01/31/2014 Received Date: 03/14/2014 |
| sample Time: 1435 Prep. Date: 03/25/2014 |
| Matrix: TISSUE Analysis Date: 03/27/2014 |
| Amount Used: 5 g Instrument ID:  AGS |
| Final Volume: 1 mL QC Batch: B10174 |
| % Moisture: No Moisture Present Level: LOW |
l l
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units PFactor |
| |
| Dimethylphthalate 200 1000 ND UG/KG 1 |
| Diethylphthalate 200 1000 ND UG/KG 1 |
| Di-n-butylphthalate 200 1000 ND UG/KG 1
| Pyrene 200 1000 ND UG/K@G 1 |
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
| Di-n-octylphthalate 200 1000 ND UG/K@G 1 |
| l
| SURROGATE RECOVERIES: Limits Results 1
| Nitrobenzene-ds 30-130 66% |
| 2-Fluorobiphenyl 30-130 81% |
| Terphenyl-di4 30-130 89% [
I

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

Sample 006615-06, BNA'S (METHOD 8270) Page 1 of 1
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ARDIL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006615 Report Date: 03/28/2014
| Project Name: MAKAU MILITARY RESER Analysis: BNA'S (METHOD 8270)
| Project No.: Analytical Method: 8270C |
| NELAC Certified - IL100308 Prep Method: 3550A |
l t
| Field ID: MAK 118C ARDL Lab No.: 006615-07 |
| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0327414 {
| Sample Date: 01/31/2014 Received Date: 03/14/2014 |
| Sample Time: 1605 Prep. Date: 03/25/2014
| Matrix: TISSUE Analysis Date:  03/27/2014 |
| Amount Used: 5 g Instrument ID:  AG5 |
| Final Volume: 1 mL QC Batch: B10174 |
| % 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/K@G 1
| Di-n-butylphthalate 200 1000 ND UG/KG 1
| Pyrene 200 1000 ND UG/ KG 1 |
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1 |
| Di-n-octylphthalate 200 1000 ND UG/KG 1
l l
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-ds 30-130 71% |
| 2-Fluorobiphenyl 30-130 - 92% |
| Terphenyl-di14 30-130 93% |
l

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

Sample 006615-07, BNA'S (METHOD 8270) . Page 1 of 1
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400 Aviation Drive;
Mt. Vernon,

Lab Report No: 006615

INC.
P.O. Box 1566
62864

ARDL,

Illinois

Report Date:

03/28/2014

Project Name: MAKAU MILIT

Project No.:

ARY RESER Analysis: BNA'S

Analytical Method: 8270C

(METHOD 8270)

| Terphenyl-d14

| |
| |
| NELAC Certified - IL100308 Prep Method: 3550A l
l
{ Field ID: MAK 120C ARDL Lab No.: 006615-08 |
| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0327415 |
| sample Date:  02/11/2014 Received Date: 03/14/2014 ]
| Sample Time: 1030 Prep. Date: 03/25/2014 |
| Matrix: TISSUE Analysis Date: 03/27/2014 |
| Amount Used: 5 g Instrument ID:  AG5 |
| Final Volume: 1 mL QC Batch: B10174 |
| % Moisture: No Moisture Present Level: LOW |
I I
| Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor |
| |
| Dimethylphthalate 200 1000 ND UG/XKG 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 57% |
| 2-Fluorobiphenyl 30-130 80% {
30-130 94% |
|

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

Sample 006615-08,

ARDL Inc

BNA'S (METHOD 8270)

Report Number 6615 - Sea Cucumber - Semivolatile 8270C

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 6615 - Sea Cucumber - Semivolatile 8270C

Rev. 1.1

Page 21 of 164



2C
SEA CUCUMBER SEMIVOLATILE SURROGATE RECOVERY

Lab Name: ARDL, INC. Contract: ---
Lab Code: —-—- Case No.: 006615 SAS No.: ~-—- SDG No.: ——-
EPA S1 S2 33 sS4 S5 S6 TOT
SAMPLE NO. (NBz) #|(FBP) #|(TPH) #[ ( ) #] ( ) #[ ( ) #[OUT
01| BLANK B10174 84 96 93 0
02| SPBK B10174 79 94 96 0
03] MAK11llC 74 89 95 0
04] MAK113C 80 89 91 0
05| MAK11l4cC 75 86 93 0
06| MAK115C 75 89 88 0
07| MAK11leC 74 91 93 0
08| MAK116CMS 72 84 96 0
09| MAK116CMSD 72 80 91 0
10| MAK117C 66 81 89 0
11| MAK118C 71 92 93 0
121 MAK120C 57 80 94 0
13
14
15
16
17
18
19
20
21
22
23
24
25
26
27
28
29
30
QC LIMITS
S1 Nitrobenzene-d5 ( 30 - 130 )
S2 2-Fluorobiphenyl ( 30 - 130 )
S3 Terphenyl-dl4 ( 30 - 130 )
S4 ( - )
S5 ( - )
S6 ( - )
# column to be used to flag recovery values
* Values outside of contract required QC limits
D Surrogates diluted out
page 1 of 1 Form II SV-1 3/90

ARDL Inc Report Number 6615 - Sea Cucumber - Semivolatile 8270C Page 22 of 164



1 30 1 ®bea

(0LZ8 COHLEW) S.,9YNE ‘S0-ST9900 X003 syuweld 3tds

“S3IWIT PIRPURIS JO SPISINO AISA0DDI B SIJRDTPUT 4 #,

0€T-0¢€ -- 8756 7 Ip-TAusudaal
0ET-0€ -- 8- €6 TAusydrqoronii-z
0gT-0¢€ -- £€°6L SP-9USZUDCOIITN
SITWIT U3 g% 93edTTdng g% 9yrds *SETATAODHEY FILYDOWENS
-- - 0ST-9¢ -- -- -- VL 000§ 069¢€ a3erey3ydr4i3oo-u-1a
-- -- 82T-2S -- -- -- TL 000S 0S§€ a3eTey3yud (TAxeUTAU3E-2) STq
-- - ZTT-LY -- -- -- 7L 0005 069¢€ susilg
-- -- STT-89 -- -- -- St ‘s0os OLLE a3eTeyiudiiang-u-1a
== - 80T-59 - -~ -- L ‘000s 0€SE a3eTeyludIiulaIq
-- -- $OT-L9 -- -- .- TL 000§ 0SS€E o3eTeUlgdTAUISUTIA
JITWIT agds S3TWTY o9y % Taae7 ATNssd 09y % Toa9T] 3IInssy IZa3swueaed
aqay Kzan009y o3entrdng 23eoTTdna 93edT1Tdng axtds ay1ds oytds
$T0Z/LT/€0 *23eQ STSATRUY MOT cTeART 5 g 1posn junoury
$¥102/52/€0 :oneq -dsag 7LTOTd yoded DO TeTxa3en DO TXTIQeN

Y0SSE :poylesmn deid
D0LZ8 :POUASH TedTliTeuy

:-oN aosloxg
(0LZ8 UOHLHAW) S.,YNd :sTsATeuy YASHY AAVIITIN OVIYW :sweN 309loxg

¥102/8Z/%0

:93ed 3xodsy

¥98¢9

TI ‘UOUISA AW

GT9900 :ON 3x0doy qeT

99GT XOg "0°d ‘®ATIQ UOTIRTAVY 00% "ONI “1Iqav
LIOdHEY ALVDITANd HITIJAS/HEMIJS MNVIg

Page 23 of 164

Report Number 6615 - Sea Cucumber - Semivolatile 8270C

ARDL Inc




T Jo T @beq

(0.Z28 TOHIIW) S.¥NL ‘S0-S19900 103 saytds XTIden
“S9TWIT PILCPUR]S IO SPISINC AIJAODSI B SSIEDTDUT , =

sTeasT otds Xp< oTdwes S93eDTPUT , DU,

0ET-0€ 16 96 yTp- TAusudaal
0€T-0€ 08 78 TAusydTqoIonTi-z
0€T-0¢€ zL CL SP-2USZUBOIJ TN
SITUIT U3 ¥% OSW q% SKW :SETIHACDEI ALYOOWINS
0€ S 0T ZST-Z€ §° 59 0008 0LZE L zL 000S 0€9¢g an o3eTeylydr4300-u-1a
o€ 8°01 9TTI-LS €9 000§ 0S1I€ z 0L 000S oISt an @3eTeulud (TAXOUTAUIE-2) STq
o€ €L 6TTI-€¥ LTLY 0008 08€E 8- zL 000S 0v9€E an susIAg
o€ £°8 8IT-¥S £°89 000§ 0T%€ A A 000S 0TLE an arereyaudTiIng-u-1a
o€ 16 TIT-LS S°€9 000S 0LIE 9°69 000S 08%€E an oeTeyaudTiuleta
o€ €9 0TT-LS 6°%9 000S 0SZE z°69 0008 09%€ an oreTeyIudTAUISUTq
JTWIT aqay SITWTT 099 % TS89 3inssy o8y % 19427 3Tnsay atnsay Iajsuered
aqy 09y % asmw asm asW SW S SH a1duwres
MOT cTeART HNSST.L SXTIeN
$T0Z/LT/€0 :93ed sTsATeUuy ¥LTO0Td tyoieqg DO 0EET :owty =oTdwes
HT0Z/PT/E0 :93ed PIATSDIY quUesaid SINASTOW ON  SINJSTONW % FT0Z/TE/TO :93eg a1dwes
PWRUSTTA geT] b g :pesn junowy OTIIVAYHSHY AIVIITIN ORIV :UOTIRDOT/Ds2Q
S0-91T9900 S TON el 1Id3Y ¥T02/SZ/€0 :o3eaq -dsag DO9TT MAWYNW ‘dI PTI=TA
Y0SSE :poyisn dexg :-oN a309loxg
D0LZ8 :POUISW TeOTIATRUY (0LZ8 QOHLIW) S.¥YNg :sTsATeUv YASHY AYVIITIN AVIVI :oweN 3o02[oxg
$10Z/82/€0 :93eq 3xodsy GT9900 :ON axodey geT
9829 fII ‘uoui@A "IN 999T X0d °0O°d ‘SATICJ UOTIBTAY 00% TONT fIqIVY

IJ04dHY HIVDITANd HMIJS/HAIAS XTYLVW

Page 24 of 164

Report Number 6615 - Sea Cucumber - Semivolatile 8270C

ARDL Inc




4B
SEMIVOLATILE METHOD BLANK SUMMARY

EPA SAMPLE NO.

BLANK B10174

Lab Name: ARDL, INC. Contract: ---

Lab Code: --- Case No.: 006615 SAS No.: —--- SDG No.: —---
Lab File ID: E0327404 Lab Sample ID: 006615-05B1
Instrument ID: AG5 Date Extracted: 03/25/14
Matrix: (soil/water) SEA CUCUMBER Date Analyzed: 03/27/14
Level: (low/med) ——— Time Analyzed: 14:05

THIS METHOD BLANK APPLIES TO THE FOLLOWING SAMPLES,

MS, AND MSD:

LAB LAB DATE

EPA SAMPLE NO. SAMPLE ID FILE ID ANALYZED
01| SPBK B10174 006615-05K1 E0327405 03/27/14
02| MAK11l1cC 006615-01 E0327406 03/27/14
03| MAK113C 006615-02 EQ327407 03/27/14
04 MAK114C 006615-03 E0327408 03/27/14
05| MAK115C 006615-04 E0327409 03/27/14
06| MAK11l6C 006615-05 E0327410 03/27/14
07| MAK11e6CMS 006615-05MS E0327411 03/27/14
08! MAK116CMSD 006615-05MD E0327412 03/27/14
09| MAK11l7C 006615-06 E0327413 03/27/14
10| MAK118C 006615-07 E0327414 03/27/14
11| MAK120C 006615-08 E0327415 03/27/14
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

ARDL, Inc. 400 Aviation Drive;
Illinois 62864

Mt. Vernon,

Lab Report No: 006615

Report

P.O. Box 1566

Date: 03/28/2014

Project Name: MAKAU MILITARY RESER

Analys

ig: BNA'S (METHOD 8270)

Project No.: Analytical Method: 8270C

NELAC Certified - IL100308

Prep Method: 3550A

006615-05B1

| Terphenyl-di4

l I
| |
| !
l I
| Field ID: NA ARDL Lab No.: |
| Desc/Location: NA Lab Filename: E0327404 ]
| Sample Date:  NA Received Date: NA |
| Ssample Time: NA Prep. Date: 03/25/2014 |
| Matrix: QC Material Analysis Date: 03/27/2014
| Amount Used: 5 g Instrument ID:  AGS |
| Final Volume: 1 mL QC Batch: B10174 |
| % Moisture: NA Level: LOW |
I |
| . Method Reporting Data [
| Parameter Limit Limit Result Flag Units |
I l
| Dimethylphthalate 200 1000 ND UG/KG |
| Diethylphthalate 200 1000 ND UG/ KG
| Di-n-butylphthalate 200 1000 ND UG/KG |
| Pyrene 200 1000 ND UG/KG
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG
| Di-n-octylphthalate 200 1000 ND UG/KG
l I
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-d5 30-130 84%
| 2-Fluorobiphenyl 30-130 96% |
30-130 93% |
I

Surrogate recoveries marked with

'#! indicates they are outside standard limits.

Blank for Run B10174, BNA'S (METHOD 8270)

ARDL Inc Report Number 6615 - Sea Cucumber - Semivolatile 8270C

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.: 006615 SAS No.: —--- SDG No.: —---
ILab File ID (Standard):E0307408 Date Analyzed: 03/07/14
Instrument ID: AGS Time Analyzed: 18:08
IS1(DCB) IS2 (NPT) IS3 (ANT)
AREA #| rRT # AREA #| RT # AREA #| RT #
12 HOUR STANDARD 3210755 7.40 12445918 9.37 6929396 12.29
UPPER LIMIT 6421510 7.90 248918306 9.87 13858792 12.79
LOWER LIMIT 1605378 6.90 6222959 8.87 3464698 11.79
EPA SAMPLE NO.
1! BLANK B10174 3615935 7.40 13722356 9.37 7530250 12.29
2| SPBK B10174 3947752 7.40 14941021 9,37 8319121 12.28
3| MAK1llcC 4134171 7.40 15517058 9.37 8716326 12.28
41 MAK113C 4050977 7.40 15236302 9.37 8492374 12.28
5| MAK11l4cC 3976048 7.40 14946897 9.37 8350814 12.29
6| MAK11l5C 4032745 7.40 15208035 9.37 8434107 12.28
7| MAKllecC 3776629 7.40 14309965 9.37 7858379 12.28
8| MAK116CMS 3818751 7.39 14348304 9.37 8027418 12.28
9] MAK116CMSD 4010184 7.39 14943399 9,37 8366412 12.28
10] MAK11l7C 3793081 7.40 14343468 9,37 7993271 12.28
11| MAK1l18cC 4067200 7.40 15191322 9.37 8504758 12.28
12| MAK120C 4229419 7.40 15828690 9.37 8876424 12.28
13
14
15
16
17
18
19
20
21
22
IS1 (DCB) = 1,4-Dichlorobenzene-d4
I1S2 (NPT) = Naphthalene-d8
I83 (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 6615 - Sea Cucumber - Semivolatile 8270C Page 27 of 164




ARDL Inc

SEMIVOLATILE INTERNAL

8C

STANDARD AREA AND RT SUMMARY

Lab Name: ARDL, Inc. Contract: ---
Lab Code: --- Case No.: 006615 SAS No.: —-- SDG No.: =—---
Lab File ID (Standard):E0307408 Date Analyzed: 03/07/14
Instrument ID: AGS Time Analyzed: 18:08
IS4 (PHN) IS5 (CRY) 156 (PRY)
AREA # RT # AREA ¥ RT AREA RT
12 HOUR STANDARD 11541208 14.86 13396136 20.48 13707138 25.43
UPPER LIMIT 23082416 15.36 26792272 20.98 27414276 25.93
LOWER LIMIT 5770604 14.36 6698068 19.98 6853569 24.93
EPA SAMPLE NO.
1I/BLANK B10174 12528182 14.86 14950267 20.48 14847009 25.44
2|SPBK B10174 13882138 14.86 16783031 20.48 16447025 25.43
3|MAK111C 14560091 14.86 17982959 20.48 17705794 25,43
4iMAK113C 14292533 14.86 17518322 20.48 17264184 25.43
5|MAK114cC 13815454 14.86 17216084 20.48 16887051 25.43
6|MAK115C 14082143 14.85 17614358 20.47 17260999 25.43
7IMAK116C 13103298 14.86 16159115 20.48 15840762 25.43
8|MAK116CMS 13420336 14.85 16512424 20.47 16174725 25.43
9|MAK116CMSD 13800427 14.85 17131716 20.47 16832891 25.43
10|MAK117C 13306318 14.85 16398778 20.47 15850960 25.43
11|MAK118C 14241271 14.85 17781931 20.48 17214423 25.43
12|MAK120C 15000109 14.85 18905018 20.48 18149708 25.43
13
14
15
16
17
18
190
2010
2110
22
IS4 (PHN) = Phenanthrene-dl0
IS5 (CRY) = Chrysene-dl2
I56 (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 VIIT 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 : 03/ 25/ 2014 BATCH # B10174
CUST: Makau Military Reservation Oahu ARDL # 6615

SAMPLES: BLK; SP BLK; 6615-1 thru 8
QC SAMPLE: 6615-5ms/msd

SOLVENT USED: MeCL, # 0000068488
REAGENTS USED: Na,SO,# 0000064489

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

SPIKE # 16088 CONC 250 PPM _X__ AMOUNT 100uL _X___

EXTRACTION METHOD: SONICATION _ X__ MED/LEVEL_____ DILUTION __
FINAL VOLUME 1 mL

EXTRACTION PERSONNEL: SMN, JAD, JWM

SPIKER: SMN WITNESS: JWM
SAMPLE # WEIGHT/G pH \Yi SAMPLE # WEIGHT/G pH Vf
BLK 500g |- 1 mL
SP BLK 5.00 g “ “
6615-1 501g I
6615-2 5.03¢g “ “
6615-3 5.03 g “ “
6615-4 5.02 ¢ “ “
66155 5.00 g R
6615-5ms 503 ¢g “ “
6615-5msd 5.04 ¢ “ “
6615-6 5.01g “ “
6615-7 5.00¢g “ “
6615-8 5.04 g HEE
RECEIVED BY: (\_DIEV\ DELIVERED BY: :»gw/\«
> Y
DATE: [ 9 / oeolH DATE: Q/ff) / 14
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.

Certificate of Analysis

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

Fax: (814)353-1309

Compound
1 Pyrene
Solvent: Methanol

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

Carrier Gas:
hydrogen-constant pressure 10 psi.

Temp. Program:
75°C (hold 1 min.} to 330°C
@ 20°C/min. (hold 5 min.}

Inj. Temp:
250°C

Det. Temp:
330°C

Det. Type:

[ - ek

Adam Clark - QA Analyst

Date Passed:

FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.

Catalog No. : 31282
Description : Pyrene Standard

Lot

No.: A071610

Expiration Date': January 2017

Storage: Room Temperature

Handling: Sonicate ampule 15 minutes prior to opening

=2}

+/-0.59 %

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

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

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

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

of the parent compound.

2D Purity of isomeric compounds is reported as the sum of the isomers. Value is rounded to the nearest whole number

after summation.

3 Based upon gravimetric preparation with balance calibration verified using NIST traceable weights (seven mass levels).
4 Uncertainties determined using repeatability and reproducibility data for balances and glassware from

measurement systems analysis methodology, balance and glassware tolerances, raw material purity, and,

where applicable, eccentricity and linearity values from an accredited calibration laboratory.

ARDL Inc ¢

Percent 2 Concentration 3 | % Uncertainty
= =Puritys—= |- = waightivolume)————|-(95%-C.L.;
129-00-0 98% 999,600 ug/ml
67-56-1 99%
. -t
{ L
T L T R B — T i i T T T
0 5 10 . 15 20
Minutes
Manufactured under Restek's ISO 9001-2000
12/02/2009 Balance: 1128342314 Registered Quality System

Certificate #FM80397

Report Number 6615 - Sea Cucumber - Semivolatile 8270C
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RESTEK

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

Fax: (814)353-1309

www.Restek.com

Certificate of Analysis

Catalog No. :

Description :

Container Size : 5

Expiration Date :

Elution Order

1

2

3

( 4
5

6
Solvent:

Column:

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

Carrier Gas:

hydrogen-constant pressure 10 psi.

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

250°C

Det. Temp:

330°C

Det. Type:
FID

ARDL Inc

FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.

o

31031 Lot No.: A082358

606 Phthalate Esters Calibration Mix

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

2,000ug/ml, Methanol, 1mi/ampule
2mL Pkg Amt:5_>1mL

October 2015 Storage:  10°C or colder

Percent 2 Grav, Conc.

Compound CAS #

__Purity | (weight/volume)

Grav.Uncert. 4

. (95%CL;K=2)

Dimethylphthalate 131-11-3 99% 2,000.0 ug/mL +/-11.6 ug/mL
Diethylphthalate ‘ 84-66-2 99% + 2,000.0 ug/ml. | +/-11.6 ug/mL
Di-n-butylphthalate 84-74-2 99% ’ 2,000.0 ug/mL +/-11.6 ug/mL
Benzyl butyl phthalaté 85-68-7 . 99% 2,000.0 ug/ml} +/~-11.6 ug/mL
Bis(2-ethylhexyl)phthalate 117-81-7 99% 2,000.0 ug/mL +/-11.6 ug/mlL
Di-n-octyl phthalate - 117-84-0 99% L 2,000.0 ug/mL +/-11.6 ug/mL
Methanol 67-56-1 99% '
-]
- <
o ™
N
T ety U T T i
0] 5 10 15 20 25 3t
Minutes

‘ Report Number 6615 - Sea Cucumber - Semivolatile 8270C
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Reference Materfal Producer
Centifiate #322201

( ’ 150 Guide 34 Accredited

110 Benner Circle
" Bellefonte, PA 16823-8812 o,
SO 7;%

Tel: (800)356-1688 SO

Fax: (814)353-1309 HociRA

Certificate of Analysis N
‘/’l frl Ay Cortificate £2222.02

FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.

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

www.restek.com

Lot No.: A092305

Catalog No. : 31615
Description : GC/MS Tuning Mixture

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

PkgAmt: >1mL
Storage: 10°C or colder

Container Size : 2 mL
Expiration Date:  January 2016

CERTIFIED VALUES

Expandeéd Uncertainty.

__Grav, Conc. _

" Ewtion | ._cbmpound_ . - o eo.l) o ErPapUed Uncera e,
oower [ ~(weightivelume) (9% Gl KS2)—— o e
( 1 Pentachlorophenol 1,000.0 pg/mlL +/- 58275 pg/mL Gravimetric
CAS#  87-86-5 +/- 352615 pg/mL Unstressed
Purity ~ 99% +-  60.8566 pg/mL Stressed
2 DFTP?P (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

+- 352615 pg/mL Unstressed
+- 60.8566 pg/mL Stressed

1,000.0 pg/mL +- 58275 pg/mL Gravimetric

CAS # 92-87-5
Purity 99%

4 4,4-DDT
CAS# | 50-29-3 +/- 352615 pg/mL Unstressed
Purity  99% +/-  60.8566 pg/mL Stressed

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

i
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RESTEI(

77 410 Benner Circle - - -
Bellefonte, PA 16823-8812
Tel: (800)356-1688
Fax: (814)353-1309

www.Restek.com

\‘\\\\
7

Testing Labomtory
Certificate £3122,02

Certificate of Analysis

/"/uln\ W

Catalog No. :

Description :

Container Size :
Expiration Date :

31007

FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.
This Reference Material is intended for Lahoratory Use Only as a standard for
the qualitative and/or quantitative determination of the analyte(s) listed.

Lot No.: A086821

SV Calibration Mix #1

Calibration Std #1 2000ug/mL, Mefhylene Chloride, 1mL/ampul

2ml

Pkg Amft: > 1mbL

February 2015

Storage: 10°C or colder

CERTIFIED VALUES

T o "66,;{};,,;,;&"_ ot '—éiaré:’aﬁ'c',_ T ——‘Eiﬁﬁﬂéﬂ'ﬂﬁ't?e?ﬁiﬁfi'_ -
__Oder- ) e - (welghtivolume) - — | . - (86% Cil;K=2) - ‘

1 Benzyl aleohdl 2,000.0 ug/mL - 117371 ,ug/mL Gravimetrio
CAS#  100-51-6 +-  43.8488 ug/ml, Unstressed
Purity  99% . - 43.8488 ug/ml Stressed

2 4-Chloroaniline 2,000.0 wug/mL - 117371 ng/mL, Gravimetric
CAS#  106-47-8 +- 43,8488 ug/mL Unstressed
Purity  99% -+~ 43.8488 ug/ml, Stressed

3 2-Nitroaniline 2,000.0 ug/mL He 117371 ug/ml Gravimetric
CAS# 88744 +/-  43.8488 ug/ml Unstressed
Purity  99% +/- 43,8488 ug/mL Stressed

4 3-Nitroaniline 2,000.1 ug/mL +/- 117379 ug/mL Gravimetric
CAs#  99-09-2 +~ 43.8519 ug/mb, Unstressed
Purity  97% +- 43.8519 ug/ml, Stressed

5 4-Niiroaniline 2,000.0 ug/mb +- 11.7371 ug/mY, Gravimetric
CAS#  100-01-6 +- 43,8488 ug/ml, Unstressed
Purity  99% +/- 43,8488 ug/ml Stressed

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

ARDL Inc

Report Number 6615 - Sea Cucumber - Semivolatile 8270C
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.. 27 110 Benner Circle -

e n.«*‘

FESTEC

~ Certificate of Analysis

Bellefonte, PA 16823-8812
Tel: (800)356-1688
Eax: (814)353-1309 ..

Catalog No. { 31008
Descnpt[on 'SV Calibration Mix#2

I TFOR LABORATORY USE.ONLY-READ-MSDS PRIOR TO USE-

Lot No.: A066336

Explratlon Date : March 2014

Storage: Refrigerate

.% Uniéeitainty. .4 .

Percent 2,:

- Coneentration-- 3. |

5 E!ut:on Ord'er R c""’p_’f, ”"f’ Do Y SO Eunty.__‘_. . {weightlvalume) . |_(95% C.L.; K=2)-
1 Phenol 108 95~2 99% 2,000.000 ug/ml +-0.63 %
2 2-Chlorophenol * 95-57-8 95% 2,000,000 ug/ml +-0.63 %
3 2-Methylphenol (o-cresol) 95-48-7 99% 2,000,000 ug/ml +-0.63 %
4 4-Methylphenol (p-cresol) 106-44-5 99% 2,000.000 ug/ml +-0.63 %
5 2-Nitrophenol 88-75-5 99% 2,000,000 ug/ml +/-0.63 %
6 2,4-Dimethylpheriol 105-67-9 99% 2,000.000 ug/ml +-0.63 %
7 2,4-Dichlorophenol © 120-83-2 99% 2,000,000 ug/ml +/-0.63 %
8 Benzoic acid 65-85-0 - 99% 2,000.000 ug/ml +/-0.63 %
9 4-Chloro-3-methylphenol 59-50~7 99% 2,000,000 ug/ml +-0.63 %
10 2,4,6-Trichlorophenol 88-06-2 99% 2,000.000 ug/ml +/-0.63 %
11 2,4,5-Trichlorophenol 95-95-4 99% 2,000.000 ug/ml +-0.63 %
12 2,4-Dinitrophienol 51-28-5 97% 1,999.946 ug/ml +-0.63 %
13 4-Nitrophenol 100-02-7 99% 2,000.000 ug/ml +/-0.63 %
14 4.,6-Dinitro-2-methylphenol 534-52-1 99%: 2,000.000 vg/ml H-0.63 %
15 Pentachlorophenol - 87-86-5 L 9% 1,999.946 ug/ml #-0.63 %
Solvent: Methylene Chloride 75-09-2 . 99%
Column:
30mx.25mmx 5um
RS (cat.#10238)
Carrier Gas:
hydrogen @ 40cm/sec. «
Temp. Program: ‘
A40°C(hold 4 min.) to 200°C
@ 4°C/min. (hold 5 min.) o+
Inj. Temp: @1
250°C x
iy N
Det, Temp: j .
250°%C i ( 50 &
3 ' sy X
ot e i we e
UL L
il ; i
’ i NV Il I :
5 Bt : 15 20
Mintsles

ARDL Inc
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RESTE K

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

Certificate of Analysis

www.Restek.com

FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.

Lot No.: A083302

CatalogNo.: 31009

Description : SV Calibration Mix #3
SV Mix, CLP Method, Calibration Std #3,
1mllampule

Container Size : ? 2ml

Expiration Date:  October 2014

.2 OODug/mJ CH2CI2,

Pkg Amt 5 >4mb
Storage:  10°C or colder

Handling: Sonicate prior fo use.
: GraveGone. -
(welghllvolume)

" Emgonower | compo

1 N- Nmosoduneﬂlylamme ) 2,000.0 ug/mL
2 Bis(2-chloroetliyDether 111-44-4 99% 2,000.0 ug/mL
3 Bis(2-chloroisopropyl)ether 108-60-1 99% 2,000.0 ug/mlL
4 N-Nitroso-di-n-propylamine TGl . 99% 2,000.0 ug/mL
5 Bis(2-chloroethoxy)methane 111-91-1 99% 2,000.0 ug/mL
6 2-Chloronaphthalene 91-58-7 99% 2,000.0 ug/ml,
7 Dimethylphthalate 131-11-3 99% 2,000.0 ug/mL
8 4-Chlorophenyl phenyl sther 7005-72-3 99% 2,000.0 ug/mL
9 N-Nitrosodiphenylamine 86-30-6 97% 1,999.7 ug/ml
10 4-Bromophenyl phenyl ether 101-55-3 99% 2,000.0 ug/mL
11 Di-n-butylphthalate 84-74-2 99% 2,000.0 ug/mL
12 Benzyl butyl phthalate 85-68-7 99% 2,000.0 ug/mL
13 Bis(2-ethylhexyl)phthalate 117-81-7 99% 2,000.0 ug/mL
14 Di-n-octyl phthalate 117-84-0 99% 2,001.0 ug/mL

ARDL Inc Report Number 6615 - Sea Cucumber - Semivolatile 8270C

+/- 11.7371
+-11.7371
+-11.7371
+-11.7371
+-11.7371
+-11.7371
+-11.7371
+-11.7371

- 11,7351

+H-11.7371
+- 117371
+-11.7371
+- 117371

+-11.743

ug/mL |

“ug/mlL
ug/ml,
ug/ml.

ug/mL .

ug/ml
ug/mL
ug/mL
ug/mkb,
ug/mL
ng/mlL
ug/ml
ug/mlL
ug/mL
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Cerﬂﬂcate of Analyms

RESTEK

110 Benner Clrcle

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

Catalog No. :

31010

FOR LAB ORATORY USE ONLY—READ MSDS PRIOR TO USE

Lot No.: A078618

Description : SV Calibration Mix #4 ‘
SV Mix, CLP Method, Calibration Std #4, 2,000ug/m}, CH2CI2,
1ml/ampule

Container Size: ° 2mL Pkg Amt:® >1mL
Expira‘tion Date : ! March 2014 Storage: 10°C or colder .

Handling:

Sonicate prior to use.

" +-0.59%

1 Hexachloroethane 67-72-1 99% 2,000.0 ug/ml
2 Nitrobenzene 98-95-3 99% 2,000.0 ug/ml +-0.59 %
3 Isophorone 78-59-1 99% 2,000.0 ug/ml +-0.59 %
4 1,2,4-Trichlorobenzene 120-82-1 97% 2,000.1 ug/ml +/-0.59 %
5 Hexachlorobutadiene 87-68-3 98% 2,000.2 ug/ml +/0.59 %
6 2-Methylnaphthalene 91-57-6 9% 2,000.1 ug/ml +-0.59 %
7 Hexachlorocyclopentadiene 77-47-4 98% 2,000.2 ug/ml +/—O.§9 %
8 2,6-Dinitrotoluene 606-20-2 99% 2,000.0 ug/ml +-0.59%
9 Dibenzofiran 132-64-9 99% 2,000.0 ug/ml . +-0.59 %
10 2,4-Di1ﬂh‘ofoluene 121-14-2 99% 2,000.0 ug/ml . +-0.59 %
11 Diethylphthalate 84-66-2 99% 2,000.0 ng/ml +-0.59 %
12 Hexachlorobenzene 118-74-1 99% 2,000.0 ug/ml” +-0.59%
13 Carbazole 86-74-8 98% 2,000.2 vg/ml +-0.59 %
Solvent: Methylene Chloride 75-09-2 99%
Column:
30mx.25mm £,25um A
Rx-5 (cat.#10223) ' ;
Cariler Gas: K
hydrogen-constant pressure 10 psl. "] ™~
Temp, Program: |
40°C (hold 2 min.) to 330°C J
© @ 10°C/min, {hold 10 min.) N @
Inj. Temp: >
250 : bl = b N
Def. Temp: :
330°C A s A @ Lo o
Det. Type: ~
FID I [ A
= T T A -J*' L R LA T
a 10 14 20 28 :
Minutes .

ARDL Inc
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REﬁTE K

1 10 Benner Clrcle
Bellefonte, PA 16823-8812
Tel: (800)356-1688
Fax: (814)353-1309

Certificate of Analysis

www.Restek.com ,
FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.

Catalog No.: 31011 Lot No.: A079674

Desctiption : SV Calibration Mix #5
SV Mix, CLP Method, Calibration Std #5, 610 PAH Mixiure 2,000ug/ml,
CH2CI2, 1mifampule
Container Size : i 2 ml
Expiration Date:  March 2018
Handling: This product is Dhofosensiﬁve.
e L ==L Bergent” 2 | " GrévCom';,
E:Iut.m_nvorc!e_r_.,,v, - ;‘.-__Compound T % - Purify.-—-- —A(wexghﬂvolume)_,u_

Pkg Amt:5_>1mL
Storage:  25°C nominal

1 Naphthalese 91-20-3 ‘ 99% 2,000.0 ugfmL, 41116276 ug/ml,
2 Acenaplithylene 208-96-8 99% ) 2,000.0 ug/mL o H-11.6276 ug/ml
3 Acenaphthene 83-32-9 99% 2,000.0 bgiml +-11.6276 ug/mL
4 Fluorene 86-73-7 L 99% 2,000.0 ug/ml +/-11.6276 ug/mlL
5 Phenanthrene 85-01-8 99% 2,000.0 ug/nl +/-11.6276 ug/mL
6 " Anthracene 120-12-7 99% 2,000.0 ug/mL +-11.6276 ug/ml
7 Fluoranthene 206-44-0 98% 2,000.0 ug/ml. =~ +~11.6275 ug/mL
-8 Pyrene ) 129-00-0 99% 2,000.0 ug/ml, +-11.6276 ug/ml
9 Benz(a)anthracene 56-55-3 99% 2,000.0 ug/mL +-11.6276 ug/mL
10 Chuysene 218-01-9 99% 2,000.0 ug/ml, +-11.6276 ug/mL
11 Benzo(b)fluorafithene 205-99-2 99% 2,000.0 uglnl +-11,6276 ughnl,
12 Benzo(k)fluoranthene ' 207-08-9 99% 2,000.0 ug/mL +11.6276 ug/mL
13 Benzo(a)pyrene 50-32-8 99% 2,000.0 ug/ml . +/-11.6276 ug/mL
14 Indeno(1,2,3-cd)pyrene 193-39-5 95% 2,000.0 ug/ml, +/-11.6276 ug/mL
15 -Dibenz(a,h)anthracene 53-70-3 99% 2,000.0 ug/nl, +/-11.6276 ug/ml,
16 Benzo(g,h,Dperylene 191-24-2 93% 2,000.0 ug/mi, +/-11.6276 ug/mL
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'RESTEK - A

Reference Materal Puaducer
Cestifiata #2222.0¢

110 Benner Circle

Bellefonte, PA 16823-8812 .
Tel: (800)356-1688 %
Fax: (814)353-1309 R e i %)
) ] (AccREDITED].
[y . = /\ $ "
Certificate of Analysis N
g f ey Certificate £222202

www.restek.com

FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.

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

Catalog No.: 31030 Lot No.: A092934

Description : 605 Benzidines Calibration Mix

605 Benzidines Calibration Mix 2000pg/mL, Methanol, 1mL/ampul

Container Size: ., 2mL . Pkg Amt:. >1ml
Expiration Date:  August 2017 Storage: 10°C or colder

CERTIFIED VALUES

'COmpound . " Grav. Cong. . Expanded Uncertainty .~
a— - [ (weightivolume)=———[--——(86% Cils;- K=2)—mrn - —— e

T Elution‘

- 2,000.0 pg/mL +- 117371 pg/mL Gravimetric

(1 Benzidine

CAS#  92-87-5 +/-  43.8488 pg/mL Unsiressed
Purity  99% +-  43.8488 pg/mL = Stressed

2 3,3-Dichlorobenzidine 2,000.0 pg/ml, +- 117371 pg/mL Gravimetric
CAS#  91.94-1 +/-  43.8488 pg/ml Unstressed
Purity — 99% +/- 43,8488 pg/ml Stressed

Solvent:  Methanol o

: CAS#  67-56-1

Purity 99%

Nt
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Reference Materisl Produeer
Certificata $3222.01

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

Fax: (814)353-1309

N2

\_/

=N

2 LA NNN
’//"/: ih l\\\\\\

2,
I/’/

) &

\\\‘\\\

s
Il/’ll >

&

Certificate of Analysis

FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.

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

Testing Laboratory
Certificate #3222.02

www.Restek.com

Catalog No.: 31013 Lot No.: A086710

Description : SV Calibration Mix #7 ,
Calibration Std #7 2000ug/mL, Methylene Chloride, 1mL/ampul

Container Size: . 2mL Pkg Amt: >1mL
Expiration Date:  February 2015 Storage: 10°C or colder

CERTIFIED VALUES

Elution ) ‘Compound Grav. Cong. Expanded Uncertainty

j-' :Q[dﬂr, e e T e TR T T i e e e e e o s s | ST Tt e ‘7(9,,5%‘7CAL-;‘K=1,2)“— e T T R e A
( 1 - 1,3-Dichlorobenzene 2,000.0 ug/mL +- 117371 ug/mL Gravimetrié
' CAS#  541-73-1 +- 24.1603 . ug/mL Unsfressed
Purity  99% +-  27.2485 ug/mL Stressed
2 1,4-Dichlorobenzene 2,000.0 ug/mL +- 117371 ug/mL Gravimetric
CAS#  106-46-7 +- 24.1603 ug/mL Unstressed
Purity  99% +-  27.2485 ug/mL Stressed
3 1,2-Dichlorobenzene 2,000.0 ug/mL +-  11.7371 ug/ml, Gravimetric
CAS#  95-50-1 +/-  24.1603 ug/mL Unstressed
Purity  99% +/~ 2712485 ug/ml Stressed
Solvent:  Methylene Chloride : ~
CAS#  75-09-2
Purity 99%
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Reforence Material Produrer
Certificate#32220t

( RESTEK | |

110 Benner Circle

Bellefonte, PA 16823-8812 S,
: SN, .
Tel: (800)356-1688 ‘ S W
Fax: (814)353-1309 Hat=RA s Bt
o . Z.———u3 [ACCREDITED].
Certificate of Analysis N
Y, ol “\\\\‘ Certificate £2222.0)

www.restek.com

FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.

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

Lot No.: A093841

Catalog No. : 31063
Description ; Acid Surrogate Standard Mix (4/89)
Acid Surrogate 4/89(SOW) 10, 000pg/mL, Methanol, 1mL/ampul

Container Size : 2 mL PkgAmt: >1mlL

Expiration Date :  March 2021 Storage: 10°C or colder

CERTIFIED VALUES

- Grav. Conc. Expanded Uncertainty

Compound ] B .
e e e e bt 11:,2‘ = (Weig!]uvolqm'e);:':,: -,,,,,,:,(95%:6—.L».;K;2): e o

10,000.0 pg/mlL +- 58.5522 pg/ml, Gravimetric

( 1 2-Fluorophenol
‘ CAS#  367-12-4 +- 2659894 pg/mlL Unstressed
Purity  99% ‘ +/- 326.8797 pg/ml Stressed
2 Phenol-d6 10,000.0 pg/mL +/-  58.5522 ng/mL Gravimetric
CAS#  13127-88-3 +/- 2659894 pg/mL Unstressed
Purity  99% +-  326.8797 pg/ml, .~ Stressed
3 2,4,6-Tribromophenol 10,000.0 pg/mL +/-  58.5522 pg/ml, Gravimetric
CAS#  118-79-6 +~ 2659894  pg/mlL Unstressed
Purity  99% +- 326.8797 pg/mL Stressed

Solvent:  Methanol
CAS#  67-56-1
Purity 99%
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Refenence Matedal Produzer
Cestifate $32220t

1S0 Guide 34 Accrediled
{

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

Ry
\\\\\ ! ['/’/

N e

)z

¢

RS

2
W

1

Fax: (814)353-1309 : P i)
-~ 1725 Ac i
Certificate of Analysis NS =
ammas Cortificate £322202

www.Restek.com

FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.

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

Catalog No. : 30409 Lot No.: A089859

Description : Pyridine Standard

Pyridine 2000pg/mL, P&T Methanol, 1mL/ampul

Container Size : . 2 mL . Pkg Amt: >1mL
Expiration Date :  April 2016 Storage: 0°C or colder

CERTIFIED VALUES

N Grav.Conc. . |  Expanded Unc'ertainty et

| weightivolume) o [ (88% Gl KE2) e L e
2,000.0 pg/mlL +- 11.7371 pg/mL, Gravimeiric

( ‘ 1 Pyridine

CAS#  110-86-1 +- 87.4997 pg/ml Unstressed

Purity  99% +-  89.4134 pg/mL Stressed
Solvent:  P&T Methanol

CAS#  67-56-1

Purity 99%
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Certificate of Analysis

110 Benner Circle FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.
Bellefonte, PA 16823-8812 . .
Tel: (800)356-1688 Catalog No. : 31496 Lot No.: A071936

Description : Azobenzene Standard
Expiration Date': December 2014 Storage: Refrigerate

Fax: (814)353-1309

Percent 2 Concentration 3 | % Uncertainty 4"

___ _ElutionOrder__ __ Com i IR A e e
i _ : B : — T CPURtY | (welghtivolume) . | (95% CL K=2) T

1 : Azobenzene 103-33-3 95% ' 999.400 ug/ml +-0.59 %

Solvent: Methylene Chloride 75-09-2 99%

Column:
30m x.25mmx.25um _
Rix-5 {cat.#10223) - ]

Carrier Gas:
hydrogen-constant pressure 10 psl. B ~

Temp. Program:
75°C {hold 1 min.} to 330°C
@ 20°C/min, {hold 5 min.) J

inj. Temp:
250°C

Det. Temp: .
330°C -C

Det. Type: I

cin

] |

T T T i T T T T
0 5 10 15 20
Minutes

AL - Manufactured under Restek's ISO 9001-2000
“Adarm Clark - GA Analyst Date Passed:  12/19/2009 Balance: 1128342314 " Registered Quality System

Certificate #FM80397

1 Expiration date of the unopened ampule stored at recommended temperature.
2A Purity was determined by one or more of the following technlgques: GC/FID, HPLC, GC/ECD, GC/MS. Value rounded to
the nearest whole number, In addition to detectors listed above, chemlcal identity and purity are confirmed
using one or more of the following: MS, DSC, solid probe MS, GC/FPD, GC/NPD, GC/TC, FTIR, melting point, refractive
Index, and Karl Fisher, See data pack or contact Restek for further details. ,
2B Compounds with a listed purity of less than 99% have been weight corrected to compensate for Impurities,
2C Compounds with a listed purity of less than 99% may be salts, derivatives, or hydrates. The listed purity Is actually a
correction factor that was used to calculate the amount of compound necessary to achleve the desired concentration
of the parent compound.
2D Purity of Isomeric compounds Is reported as the sum of the isomers. Value Is rounded to the nearest whole number
after summation,
3 Based upon gravimetric preparation with balance caltbration verifled using NIST traceable weights (seven mass levels).
4 Uncertaintles determined using repeatability and reproducibility data for balances and glassware from
measurement systems analysis methodology, balance and glassware tolerances, raw material purity, and,
where applicable, eccentricity and linearity values from an accredited calibration laboratory.
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Certificate of ﬂlﬁalysis | |

(’ ' DESCRIPTION: Semi-Volatile Base-Neutral Surrogate Spike Mix
CATALOG NO.: 48935 MFG DATE: Jul-2013
LOT NO.: 1001909 EXPIRATION DATE: Jul-2016

SOLVENT: METHYLENE CHLORIDE

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

ANAY,YTE (1) NUMBER PURITY (2) CONCENTRATION DEV LOT NO
NITROBENZENE-D5 4165-60~-0 99.9 1002 1048 +/- 11.4 LB83753
P-TERPHENYL-~D14 1718-51-0 99.9 1003 1020 +/- 5.3 LCOo1817
1, 2-DICHLOROBENZENE -D4 2199-69-1 99.9 1003 1047 +/- 15.1 LB83146
2-FLUOROBIPHENYL 321-60-8 99.9 109‘,?. 1049 +/- 5.7 1.B83498

(1) Listed in alphabetical order.

(2) Determined by capillary Gb—FID,‘unless otherwise noted.

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

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

replicate injections.

Duane Funk.

Duane Funk o
Quality Manager SUPELCU
Supelco warrants that its products conform to the information contained in this publication. Solutions within”

Purchaser must determine the suitability of the product for its particular use. Please see the latest

catalog or order invoice and packing slip for additional terms and conditions of sale. 585 Nerth Hanison Road

Bellefonte, PA  16823-0048 USA
Phone (814) 369-3441
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TraceCERT®

Traceable Certified Reference Materials

Certificate of Analysis

Part Number: CRM48902

Lot Number: LC03378V
Expiration Date: October 2016
Storage: Refrigerate

SUPELCO

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

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

Analvtical Method Parameters:
Column; SPB-5 30m x.53mm x 1.5um
100°C (2 min) to 310°C (8 min) @ 10°C/min
Detector: FID, 310°C
Injection Volume: [.0ul

FiD2 B, FID2B, Back Signal (0128D000043.D) P
pA T -

1200

1000+

800-

600+

400

200

0—_L—L | L_L L L L
.,..é....1|0....1‘5..,.2,o,...2,5....3,0....“
o
Certified Expanded
Lot CAS Certified Gravimetric ~ Uncertainty Analytical Conc,
Elution Analyte Number Number Purity % Conc. pg/ml pg/mi pg/ml
1. 1,4-Dichlorobenzene-D4, CRM LB94999 3855-82-1 99.9 1998.5 +3,9 2009.6
2, Naphthalene-D8, CRM LB9%4261 1146-65-2 96.3 1999.6 +3.9 2090.2
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: |
Produced in double accredited
laboratory fulfulling Page 10f2
|SO/IEC 1 7025 and
TESTING REFERENCE MATERIAL PRODUCER .
. ISO Guide 34 ®
Cert# AT-1607  Cert# AR-1606 SIGNMA-ALDRICH

ARDL Inc
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APR/01/2013/MON 01:03 PM « FAY No, : P, 001

e & oy y e B ERS-077
3 .Cenuiant. : o | s

Revision 2

Analyieed Raforanco Srandords

T ' A Page 1 of 5
Certlﬁcate O,fﬂ n[Zl:j]SZS folee Wn& i
190 13483,

‘..:150.,?631 :

8270 LCS Mix

Catalog Nunbert ERS-077

Solution Lot ERI111711-01 .

Expiration Dater November 2016 - I (

Solvent; Methanol::Methylene chloride: Bena'ene (70525:8)

Volurne per Ampule: Nat legs than § mL

Storage; Store in freezer.

HWandling: : Sonicate for 5 minutes-befors usg, -

Intended Uge: T : For lahoratory use omy N()t §Lutable for hunmn or animal cténsumptmu
Safety; ‘ \-' Flanii m}plct,Cqmmogen R ;e X

Ltupe stabuhgy smdxes

Traceabilily

¢ B nblcwug\{ts Calibration

=
fe2
=
>3
o
=N
3
.
5]
c
B,
5
‘BQ
iz
—
{723
;J

+  Grayimetriaal ly prepared ﬂsing qual)tmd balances cﬂ,llbx‘qtmd ,sqm} ;m:(uallr ;
vorification performed weekly and or Ior fi ach vze tilizing lem«t(pucablcwmghtg Rach balancm qfwsth nsgigned a minimum welghing

by Mottlor Toleda laking into considerdtiand he balanco and installed onviranmental condxuqm. 1q cﬁgﬂrc weighing complies with LJSP

toletances of no more than 0.1% relative errort
+  Concentration is verified against an indeperidently prepared cahbmuon bOI\AUOﬁ gmvhhemcally propaved uging balances calibrated to NIST,

Cerilliant certifies that this standard meets the specifications stated in this certificate and warrants this praduct to meet the stated
acceptance criteris through the expiration/retest date when stored unopened as reconmiended. Product should be used shortly
after opening to avoid conoents anon changes due to evapor atlon ‘Warranty does not apply to ampoules stored after opening,

May 16, 2012
Date

HEPENEMOA TSRS

‘ " "Lara Sparks, Quality Assurance Director

Ceriliani Corporation 811 Paloma Drive, Suils A, Round Rock, TX 78665 800-848-7837 / 512-238:9974
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- APR/01/2013/MON 01:03 PM FAX No, P, 002

ERS-077

, CBRITI711-01

(\ Revision 2

Page2of5

CAS Chemieal Molusular Chromatographie

Coraponent Lut Number Number Formula Weight Purity Concontration
Asenaphthong 29697-41 83-32-9 CipHyy 154,21 99.89% 200 pg/ml,
Acenuphthylens HR030707-01 208-26-8 Ciafly 152.2 99.06% 200 pg/mL
Acetophenons 33+1807 98862 Cili0 120.18 99.39% 200 pg/ml,
Aniline EB-126§ 62533 CglsN 93.13 $9.99% 200 pg/ml
Anthracenoe ER061407-04 120-12-7 Cratyy 178.23 99.24% 200 pghol,
Azabenzeng 004534 103-33-3 CiaHieNy 182.32 98.97% 200 pg/int,
Benz(ajanthracens ERI21707-01 56-943 CuHpz 20829 99,12% 200 pgfinl,
Benzidine! PROB1108-03 92-87-5 ‘C",'ZHIZNZ 184.24 99.96% 200 pg/mL
Benzo(b) fuoranthons ER022008-02 205-99-2 Cybtis. 252.32 99.95% 200 pg/mlL.
Benzo(k)fluoranthene BRO61608-02 207-08-9 Cyul)a ‘ 252.32 99,96% 200 pg/mi.
Benzo(, b, Dperylens BERO20708-08 191-24-2 Cyrllyq i76;34 99.29% 200 pg/ml
Benzo(a)pyrene 12R071309-02 50-32-8 Caalyg 252,32, 99.55% 200 pg/ml
Renzoic avid BROGO30-01 €5-25-0 CyHO, 122,12 99.99% 200 pg/ml
Nenzyl alechol ~ - - FB-1963 100-51-6 Cill:0 108.14 99.74% 200 pg/mL
Sipheny! BHR 083 97109 92-52-4 Catg 18421, 99:70% 200 pg/mle
Bis(2-vhlorocthoxy)methane PO0AS90 U191 CsHg0iCla £73.04 97:68% 200 pg/inl.
Ris(2-ohlaroethylethor PER 456102708 . 711444 CdL:0CH 143.01 99:75% 200 pp/mb
Mis( 1-ohloraisapro pyljether * PRO73110-01: CTOBE0) GHROC, 171,07 99.37% 300 pgfal
His(2-cthylhexyl) phthalate _ poOdss2 " FIRBLT o 0, 390.56 9,1 200 pg/mL
4-Bramophenyl phonyl ether  * : “P004ss0 ” £sH,OBr 249.11 200 pg/inl,
f Bufy] benzyl phihalite o ER-2108 ' .:{_:‘:_j'-“.'@{gﬂgo(-)4 312.37 200 pg/ml.
Carbazole PDO4638 b "L EHEN 167.21 200 pghnl.
b-Chlacoaniling BR80T dlsare L CHNG 127.57 200 el
4-Chlorow3-mothyl phenol “+ PROG0OTHY - 56:50-7 G001 14258, 200 pg/mlL
2-Chloronaphthalens . PO04640 . 91.58-7 Cif,Cl, 7 i 1'69;:‘62‘_" 200 pg/mL
2-Chlorophenol ', "RROG080O7-02 "Y5-5mE, Q06! 12836 . 200 pg/mL
4-Chlorophenyl phenylether ~ * PO0465% 7005:72-3 a0l ¢ 20466 B 200 pg/m,
Chrysens BR120810-02 218-01-9 “CiHs 228,29 " 48.66% 200 pg/mL
bDibenz'(a.h)amhmocne BR102009-05 - g 53-70-3 CaaH 4 27835~ 99.83% 200 pg/mi
Dibenzofuran PO04552 +, 1132649 ) H0 . 116819 99.49% 200 pe/inky
Di-n-butyl Phihalate POR4S4 | YRR CatlyO, . 27838 99,72% 200 pg/mnk,
1,2-Dichlarobsnzenc EB-2097 95-5(0=1" b , CAH;ClQZ. 147 99.47% 200 pg/mL,
1,3-Dichlarabenzens FB-1908 sabTl o clCy 147 99.63% 200 pg/inl,
1,4-Dichlerabenzene BER_226_104287 106-46-7 CHCly 147 99.98% 200 pg/iml.
3,37 Dichlorabenzidine FROB3107-03 91-94-1 C gl 1oClyN; 253.13 99.67% 200 pg/mL
2,4-Di¢hlorophenal POR4712 120-83-2 CH,OCly 163 99.07% 200 pg/mL
2,6-Dichlerophonal POO4333 87-65-0 CyH,OC, 163 99.95% 200 pg/inl
Dicthy] Phthalate PER_096_102706 84-66.2 CpHi404 92024 99.96% 200 pe/ml,
2.4-Dimethylphenol P004557 103-667-9. CeHyO 122,17 99.62% 200 p/ml,
Dimethy! Phthalate EB-1774 1311143 CraHinO4 194.(9 99.94% 200 pg/mL
2 4-Dinitrophenol PR062607-03 51-28-3 CeHaN,04 [R4.11 99.44% 200 pe/ml
2,4-Dinitrotoluene EB-1379 121-14-2 CHN,Oy 182.14 99.00% 200 pg/mi
2,6-Dinitrptolusns PRR_083_93401 606-20-2 CH N0y 182.14 99,50% 200 pg/ml
Dinossh ERI 10209-01 88-85-7 CyoHsN:0; 240.22 99,96% 200 pg/nt.
Di-n-octy} Phihalate PROS2710-01 117-84-0 CrHar 04 350.56 99,37% 200 pg/ml

(

Cerillianf Corporation

ARDL Inc

Report Number 6615 - Sea C“C“mBﬁr/()SfﬁﬁYﬂ%I”ﬁWOflz 05

811 Paloma Drive, Suile A, Round Rock, TX 78665

BOG-848-7837 / 512-2389974
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APR/01/2013/MON 01:03 PM FAX No, : P. 003

BRS-077

ER111711-01

Reyision 2

Page 3 of 3

. CAS Chemfeal Violeeular Chromatographic

Component Y.01 Number Number © Rorynula Weight Purity Coneemtration
Diphenyl ether ~ PO04715 101-84-8 CiaH 0 170.21 99.98% 200 pg/nl,
1 4-Dioxane PRO52809-05 123-91-1 CHOy 88.11 99.95% 200 pghnl.
2-#thoxyethanol PER_052 102546 . .{10-80-8 o O4H0y 90,12 99.96% 200 pg/l,
Vluoranthenes PN111910:02 -206-44-0 " Cute 202.26 98.45% 200 pg/mlL
Fluorens 3500729 86-73-7 CiaHie 166,22 98.95% 300 pg/inL
Hexachlorabenzeng P004546 < 1187441 C4Clg 284.78 89.71% 200 pg/mL
Hexachlora-(1,3)-butadicne Pl41819. 87-68-3 C,Cig 260.76 47.28% 200 pg/mL
Hexachipracyclapeniadions PRO81210-01 © 77474 CyClg 2T 96.84% 200 pg/mL
Hexachloraethang EB-2003 67-712-1 C,Cl, 236,74 99,57% 200 pg/ml,
Iexachlorophens i P004S84 70-30-4 €13M60,Cl, 406,91 94,70% 200 pg/ml,
Hexachioropropens 120-1977 B £ VTR AN C:Clg 248,75 96.66% 200 pghnl,
Indeno(1.2,3.00.d)pyrene EROS2107:02, 193395 4 M 27634 ... 99.4%% 200 pg/ink
Isophorone ABM-1778 74591, e O 138,21 ¥98.21% 200 pg/mL
2-Methy1-4.6-dinitrophenol “dipHs49 : NGO 198,14 200 pg/mls
2-Methylnaphthalene cEhe S Gl 14320, 200 pg/mL
2-Methylphenol " “iRo61 107-Q1° CEO T 1687 4‘ 200 pg/ml
4-Methylphenol ‘PER‘_OMNQ_???QS' I GO 10814 200 pg/mL
Naphihalene L BROSOH0GT Y L 01203 ChgHly 128.17 200 pg/aL.
2-Nitroaniline RO46R2 L BBT44 - CeHN,O, 138,13 $9:68% 200 pg/mL
3-Nitroanillne ‘ROQ4sas 99-09-2 CeHeN;O3 138.13 99.56% 200 pg/ml.
4-Nitroaniline EB.1796 . 100-01-6 CHNO, 138.13 99.77% 200 pe/mL
Nitrobenzene PROSO310-01 98-95-3 . ColdNO, 123.11 99.96% 200 pg/ml
2-Nitraphenol © BROGOSO7-03 ., ' - §815S T CGHNO 13911 200 pg/ml,
4~Nitrophettol coaB0047I3 vt 200 pg/ml.
N-Nitrosodi-n«butylamine '.: “Boodser v '. 200 pg/mL
N-Nitrosodiathylanine kY 04538 35S g5 : 200 pp/ml
N-Nitrosodimethylamine *h0asse Gol7go . 200 pg/mL
N-Nitrosodi-n-propylamine POg46EY: - ° - 611647 QNGO ) e 200 g/l
N-Nitrosodiphenylamine PR102606-61° " 6-30-8 CiaH1aN,0 19832 96.79% 200 pg/mb
N-Nitrosomethylethytanine PRO731710-02 10595-95-6 CGHNO g 99.41% 200 pg/mL
N-Nitrogopiperidine P004545 100754 CsHiN,Q 114,15 99.45% 200 pghnl,
N-Nitrosopyrrolidine PO04SSL 930-55-2 Cﬁ.éNéO 100,12 99.94% 200 pg/ml,
Pentachlorobenzene POV47i4 608-92-5 C;,I-’IC.I,- 250.34 99.56% 200 pg/ml,
Pentachloroethana ER~1954 76-01=7 CotCls 202.29 98.30% 200 pg/ml,
Pentachlorophenal PO04716 87-86-5 CgHQLO 266,34 98.76% 200 pgfml,
Phenanthiene ER042805-02 85-01-8 CpHyy 17823 - 99.19% 200 pg/mL
Phenel PR(92309-03 108-95-2 CHO 2411 98.97% 200 pg/inLe
Pyrene ER050305-03 129-00-0 CyHig 202.26 99.47% 200 pg/mL
Pyridine PER_039_102530  110-86-I CHaN 79.10 99.95% 3200 pe/mb
1,2.4,5-Tetrachlorobenzene EB-1983 95-94-3 CgHaCly 215.89 99.34% 200 pg/mL
2.,3,4.6-Terachlorophenol ER100206-0] o 58902 CeH, QL0 231.89 99.28% 200 pg/mL
1,2 4-Trichlorobenzene RB-1677 120-82-1 C¢HaCly 18145 99.73% 200 pg/ml.
2.4,5-Trichlorophenal PRO40307-02 95-95-4 Cai0KO0 15745 } 98.20% 200 pg/mi.
2,4,6-Trichlorophenol PO04555 . 88-06-2 Cel;CHO 19745 98,93% 200 ug/ml.

' Due to stability problems, it ia recommended not to nse this analyte for quantitation,

Ceriliont Corporation 811 Paloma Drive, Suita A, Round Rock, TX 7BAGS 800-848-7837 / 512-2389974
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P, 004

ERS-077
EBRI1{1711-01
Revision 2
Page d of §
Standard Solution Assay Parameters Calibration Curve
"Annlysis Mothod: GC/MS Callbration Corve: Linear Regresgion
Colymu; DR-smus, 30 m x 0,25 mym ID, 0,25 pm film thickness Numbar of Polnts: {
Temp Program; 40°C (hold 2 mins) to 300°C at 10°C/min (hold 7 mins)
Injeetar Temp; Coal on-colmmn
Deteetor Temps 230°C
Solution Standard Verification and Homogenez’ty
. Verified (‘Onccn(rmion Y%RSD - Homogeneity
Conmpound pg/ml Aceepthnes Criterin Yo Acgeptanee Criferia
Acenaphtheno 190.7 + 10% 0.7 < 5%
Benzo(a)pyrena 190.4 + 10% 1.3 <5%
Benzyl alcohal " 190.0 E 0% 3.1 55%
Bis2-ethylhexylyphthalate o 10%, o 36 . < 5%
Curbazole ik oo, * . 39 ' 25%
4-Chloroaniling ) ~ g 1 0% ’;, s 4.1 'y =5%
4-Chloro-3-methylphenol . + 10% e, 2.7 S 55%
Dibenzofiran L. B10% 1,1 N <5%
1,4-Dichiorobonzene ' e L 10% 1.2 <5%
3.3-Dichlorobenziding ‘ . h10% 2.4 P <5%
2.4-Dichlorophenc! 139.3 % 10% 2.3 . <5%
2,4-Dinitrotofucns 189.4 *10% 4.1 <5%
Di-n-oetyl-phthalato 9.7 & 10% 1.1 5%
Pluoranthene : 196.4. +10% 2.2 <5%
Hexachloro-(1,3)-butadiens” T A <5%
Isophorons ‘ : 1915, < 5%
2-Methylnaphthslens : 1 8‘<.)‘;i;',x~ 55%
4-Nitroaniline 2 188.1 S5%
2Nitrophenol v 186.8 <S%
Nitrobenzene 192.3 5%
N-Nitrogedi-n-butylamine ) 1.3‘9',.9.,\.1, ; <5%
N-Nitragediphenylam ine 189,8 ) 2.4 <5%
Pentachlorobenzone 188,1 14 < 5%
Phenol 191.1 1.4 <5%
Pyridine 189.8 2.6 5%
+  Concentration is verified through multiple analyses and is caloulated as the avorage of multiple analyses compared ta an indepondenily
preparsd oalibration solution.
+ Homogeneily s ensured through rigorous production process contrals statistically anslyzed to evaluate risk and verified by analysie; The %RSD of
samples pulled from across the lot demonstrate homogengity.
+ Thisstandard was propansd from aix stocks that have been veritied for acouracy and homogonen(y Verification of this standard was perfonmed by
monitaring 25 components listed in the tabla above, inoluding Method 8270 Check Compounds (CCC) and at least one analyte from oach slock,

Caeyilliant Corporation 811 Paloma Drive, Suite A, Round Rock, TX 78665 800-848-7837 / 5122389974
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COA Revislon History

Revision No. Dato Reason for Revision
00 12/21/2011  |Initial vergion
0l 41172012  |Missing faotnots was addad.
Added statement that solution should be sopicated prior to use.
02 5/16/2012  |Corrected "Bis(2-chloroisopropyl)ether (CAS 108-60-1) to "Bis(1-chlorolsopropyl)ether”

Ceriflont Cosporaiion 8

ARDL Inc
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AP‘?/UI',/ZUH/MON 01:03 PM = FAX No, P 001
” R E BRE-077
Acnagms Rai‘ﬁ!ﬁi ::mpdo:g . _ : BRI11711-01
@ SIGVIAALLIAITH apmpony ' * Ravision 2
' ' ' : Page 1 ofs

Certificate of Analysis "y

) :so 18454,

8270 LCS Mix

Catalog Number: ERS-077

Salution Lot BRITI711-01 .

Expiration Date: November 2016 - e ‘

Solvent; Methanol..Methylene olllonde- 'Benzene (70::25 ::S)
" Volime per Ampule: " NotlessthanSml i
Storage; Stors in freezer.

Handlingz Sonicate for 5 minutés-before st -

Intended Uge: ) For laboratory use Ouly ‘Not, smtable for humdn or 'mimal cbnsumptlou
Safety; ‘ \-A FIq "-me[Wquanogell i ‘- s

1o u;ae atabnhry stuclxes

+ Bxpiration Date has besi éé;ablished thro
Yol

+  Ampulesurs overfi l!cdx;b\bneurc i mlmm
before diluting to the dcs{rud com.cntrqh(

e

Traceabilily - o
Gravimatrieslly propared ugfngquahhcd balancea ealibiytdd ,sqm ;mduaﬂy‘
veriffeation performed weekly nd prior't io r;ach vz ptilizing NIS‘I‘I{xpcqablcwmghtg Rach bahme . :

© by Metilor Toledo laking into aom)dcmnamme balance and installed onvironmenal condmm)s 1o eifetro weighing complies with TSP

_".'ézil;lc weights, Calibration

+
i nasTgned » minimum welghing

tolerances of no more than 0.1% relativs exroit
Concentintion 5 verified against m independently propared calibration soluticy z”ﬁm'i.m\“eti‘\'cal)y prepaved using balunces ¢alibrated ta NIST,

Cerillisnt certifies that this standard meets the specifioations stated inthis certificate and warrants this praduct to meet the stated
acceptance critoria through the expiration/retest date When stored unopened as recommended., Product should be used shortly
afler opening to avoid concentration changes due to evaporation, Warranty does tiot apply to ampoulss stored after opening,

Muyy 186, 2012
Date

Lara Sparks, Quality Assurance Director

Ceiliant Corporafion 811 Paloma Drve, Suite A, Round Rock, TX 78665 800-8487837 / 512:2389974
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Revision 2

Page 2 of 5

CAS Chemleal Molseulnr Chromatographie

Conaponent Lot Numbeér Number Forrmuln Weight Parity Coneenteation
Ascnaphthene 29697-41 " 83-329 CipHyg * 154.21 99.85% 200 g/l
Acenaphthylens BER030707-01 208-96-8 Cholla 152.2 99.06% 200 pg/ink,
Acetophenons 73-1807 98-86+2 CyHO 120.18 99.35% 200 pg/mle
Aniline BB-12635 62+53-3 QN 93.13 95.99% 200 pg/mb
Antlrgacena ER0G1407-04 120-12-9 CyHyy 178.23 55.24% 200 pug/mL
Azabenzeia P004534 103-33-3 CsH oy 182.22 98.97% 200 pg/ml
Henz(a)anthracens BRI121707-01 56-34-3 CiHiz 22829 . 99,12% 200 pg/ml
Benzidine' PRO81108-03 92-87-5 CiaH, 184.24 09.96% 200 pg/inL,
Benzo(b)liuoranthens ER022008-02 205-99-2 Cz},i"f;v‘s,- i 253.32 89,95% 200 pg/mL
Benzo(k)fluoranthene TRO61608-02 207-08-9 CyH)g 253,32 99,96% 200 pg/ml

Benzo(g hi)peryléns BROZOT08-08 ¢ T T 191242 T OCapHE V6 C99.20% 0 pgml. )

Benzo(ajpyrene 1ERA71309-02 50-32-8 Clig 252,32, 99.55% 200 pghmls
Benzoio avid BROGO308-01 65-85-0 Colig0s, 122.12 *99.99% 200 pg/mL
Renzyl aleahol © - - BB-1963 100-51-6 Q0 108.14 ~99:74% 200 pg/mL
Aiphenyl BHER 053 07109 92-52-4 CiHya 154,21, 99:70% 200 pg/mle
Bla(2-ehloronthuxy)methme POQ4S90 1191} CeHpOCh 173.04 97:64% 200 pp/fits
Bis(z-chleroethyDetor PER, 456102708 . 111444 COCT, 145,01 99:75% 200 ppfarls
Wfs( 1-chloraisopropyljother ©PROTINIODL,. | UIO860-]  C (XH,0CH £71.07 200 pg/mL
Ris(Z-cthylhexy]) phthalate . B004582 ST e O, 390.56 200 g/l
4-Bromopheny! phenyl ether : Ti?;'()OliSSO . 0155 . * (\sH,0Br 249.11 200 peinL
Buiy! benuzyl phihalate . EB-2108 ' 516;337 ERRa G YN Y eN 312.37 200 pg/ml
Carbazolo ~PO04638 M UteeTge L. duHN 167.21 200 pefl.
n-Chloroaniling wERROL T - . f06-47-8" " CuHNCI 127.97 200 pgfml,
4-Chloro-3+-methyl phenol ©* PRO6O&OT-OL + 59507 CHLOCT 14z 200 pg/mL
2~Chloronaphthalens - PO04640 D1-58-7 CyellsCl 7 ' 6263 ) 200 pg/mlL
2-Chlotophenol ' BROG8OT-02 Gseg: OILOEL v 1246 9% 200 pg/mi.
4-Chlorophenyl phenylether 004659 7005272-3 Cut00 ¢ 20468 . B8 3% 200 pg/me,
Chrysens BR120810-02 218-01-9 Oy, 228,29 T 8B.66% 200 pg/mL
Dibenz(ah)anthracene PR102000.0% - _ 53-70-3 LoHy 27835 v 59.83% 200 pg/mL
Dibenzofuran PO04552 " A1A264-9 CyaH0 . 68197 99.49% 200 pg/ink
Din-butyl Phihalate PoR4s4| " 742 CbpOs- * 27835 99.72% 200 pg/ink,
1,2-Dichlorobenzenc EB-2097 95-50n " GGl 147 99.47% 200 pe/ml,
I,R-biuhlorobcnmnc ER-1908 5414731 ' C.s\‘f*l;Cl;; 147 99.63% 200 pg/ml,
1,4-Dichlorabenzens PER_226_[04287 106-46-7 CoHCly 147 59.98% 200 pg/mls
3.3 Dichlorobenzidine FRO83107-03 91-94-1 CpHChN, 253.13 99.67% 200 pg/ml
2,4-Dichlorophenol 04712 120-83-2 CH,OCh 163 99.07% 200 pg/mils
2,6-Dichlorophianol PO04533 87-65-0 CH,0Ch 163 99.95% 200 e/l
Dyiathyl Phthalate PER_096_102706 84-66.2 CiHis0q 220,24 99.96% 200 pgfele
2.4-Dimethylphenol 0043557 108-667-9. CeH,y0 122,17 99.62% 200 pp/mil,
Trirgothyl Phthalato EB-1774 134103 CgHinO4 j94.19 99.94% 200 pa/mls
2 4-Dinitophenol PR062607-03 51-28-3 CaHaN204 f84.11 99.84% 200 pg/mlL
2,4-Dinitroroluehe ER-1379 12)-14-2 CHNZO4 182.14 99.00% 200 pg/mlL
2 6-Dinirotaluens PER_083_93401 606-20-2 CHHN04 182.14 99,50% 200 pe/mL
Dinoyeh ERT {6209-01 98-25.7 CroH N0y 240.22 99,96% 200 pg/ml.
Di-n-notyl Plhithalate PRO%2710-01 117-84-0 CHaz04 180.56 99,37% 200 pg/ml.

800-848-7837 / 5122389974

Ceiilliant Corporation 811 Paloma Drive, Suite A, Round Rock, TX 78665
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. CAS Cliemtenl ioloeular Chrongtagraphic

Component J.0F Nunrher - Numhor "+ Forynuls Weight Purity Coneentration
Diphenyl sther ) PA0471§ 101-84-8 Cial,a0 17021 99.98% 200 pg/ml
1 4-Dioxens PROS2809-05 123-9141 0, 8811 99.95% 200 pghnl,
2-Hithoxyethanol PER_052_102546 . .110-80-8 CH WO, 90.12 99.96% 300 pg/il.
Pluoranthens PN111910:02 -206-44-0 " Ctyo 20226 98.45% 300 pg/ml.
Fluorens 3500129 86737 Cuthe 166.22 98.95% 200 pg/mL
Hexaohlorabenzeng PO04546 o 118-74-4 CsClg 284.78 99.71% 200 pg/mL
Rexachilora-{1,3)-butadiens P141819. 87-68-3 CyClg 260.76 57.28% 200 pg/ml
Hexachlorqoyelopentadions PROS12(0-01 © 77474 CyClg 202,711 96.84%% 200 pg/mL
Hexgchloraethang BEB-2003 67-72-1 G, Clg 236.74 $3.57% 200 pg/ml,
Texachlorophens ! P004584 70-30-4 €3 H,0,C)4 406,91 94,70% 200 pgfml,

~ 7 [Hexachloropropens EB-1977 T TiMEmIT T G0 24875 C96.66% 200 pg/ivl,
Tndeno(1.2,3.~0.d)pyrene £ROS2107:02  193-39-5 2634 ... 9942% 200 /L.
Isophorone 1778 X 200 pg/mL
2-Methy!-4.6-dinitrophenol - iipHs49 200 pg/mL
2-Metlyaaphthalene Bﬁ 1778, 14220, 200 g/inl,
2-Methylphenol -PROGUO'J Ql*-." a5 IORM,"' 200 pg/mL
4-Methylphenol . PER,_016 95798 JOde»S 10814 &J‘aé% 200 pg/mL
Naphthalena PR()SMIO G 9742043 128.17 99 88“/ 200 pg/mL
2-Nitroaniline /PODeGH NN ¥ AW - CHN,O; 138.13 0068 200 pgil
3-Nitroaniiine * ROQ4543 : 99-09-2 CHN0; 138.13 99.96% 200 pg/ml.
4-Nitroaniline EB.1796 . 160-01-6 CHN,O, 138.13 99.77% 200 pe/ml.
Nitrobenzene PROPOZIC-01  * 98953 . CLNO, 12311 99,06% 200 pghil,
2-Nitrophenal © FROGOSOT-03 , ** . §8-75:5 CgHsNO, 139.11 9%, 84% 200 pgfil,
4-Niteaphenol ©BODATIZ s CHNO |, AT 200 pg/ml.
N-Nitrosodi-nbutylumine ;.- B00435 G, 7 R4 200 pg/mL
N-Nitrosodlathylamine i85 'j‘: hoon .14 200 pg/ml
N-Nitrosodimethylamine D456 62-75-—9. S T 408 ot 11004 200 pg/ml
N-Nitrosodi-n-propylamine POG46HD: . 611647 OHiNGO 130,19 et 99.95% 200 gg/niL.
N-Nitrosodiphenylamine PRIOZEGG-01° " 86-30:6 CisFaN,0 19852 ° 96.79% 200 pg/mk.
N-Nirogomethylethylan ine PRO73110-02 10595-95-6 © CHNO &0 99.41% 200 pg/mL
N-Nitrogopiperidine P004545 H00-754 CsHpaN,0 114,18 99.45% 200 pg/mi,
N-Nitrosopyrraliding PO04SS] 930-55-2 CHNGO 160,12 99.94% 200 pg/ml,
Pontachlorabenzene PO0AT14 G08-92-5 Gl 250.34 99.56% 200 p/ml,
Pentachlotosthane EB~1954 76-01-7 ColiCl; 202.29 98.30% 200 pe/ink.
Pentachlorophenel PON4716 87-8G-3 CHCLQ 266,24 98.76% 200 pefml,
Plicnantitreno ER042805-02 85-01-8 CyHyy 17823 - 99.19% 200 pg/ml
Fhenol PRO92309-03 108-95-2 CH O 94,11 99.97% 200 pg/nl,
Pyrone ER050303-03 129-00-0 CigMio 202.26 99,47% 200 pg/mL
Pyriding PER _039_102530 110-86-1 CaHyN 79.10 99.95% 200 pg/ml
1,2.4,5-Tetrachlorobensene EB-1988 95-94-3 CyH,Cly 215.89 99.34% 200 pg/mL
2,3,4.6-Temrachlorophenol ER10020601] 38902 CHYCLO 231.89 99.24% T 200 ng/mL
1,2,4-Triohlorobenzene EB-1677 120-82-1 CeHiCly 18145 59.73% 200 pg/ml.
2.4,3-Trichlorophenal PRO40307-02 95-05-4 G010 19745 L 9820% 200 peml.
2,4,G6-Trichlarophenal PO04535 . 88-06-2 CH0K0 19745 08,95% 200 gg/ml.

! Due ta stbility problems, 1t {2 resommended not to use this analyte for quantitation.

Ceriffant Corporation 811 Paloma Drive, Suita A, Round Rock, TX 7B&6S5 80Q-8487837 / 512-2389974
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APR/01/2013/MON 01:04 PN ' BAL Mo, . . popd

ERS-077
ER1{1711-01
Revision 2
Page 4 of 5
Standard Solution Assay Parameters ‘ Calibration Curye
“Analysis Method; GC/MS flallbl';xilon Cupved Linear Regresgion
Calym DB-$ms, 30 m x 0,25 mum ID, 0,25 pm il thicknesg Nimbar of Poluts: t
“Temp Programs 40°C (hold 2 mins) to 300°C at 10°C/mia (hokl 7 mins)
Lujeetar Temp: Coal on-column
Dotoctar Temps 280°C
Solution Standard Verification and Homo ge/zeity
. Veriffed Oonecn(mticm % RED - Homogensity
Conpaund pf/ml Acteptinés Criterin Yo Atceptanes Criferia
-~ - Acenaphthene I 907 ot T Tt - k0% A 07 - o gEY
Benzo{a)pyrene 190.4 % Q% 1.3 <5%
Benzyl aleohal " 190.0 & 0% 3.1 55%
Bis@2-ethylhexyliphihatate o 10%, 36,0, <5%
Carbazols ::',h 109 s > 39 BGR <5%
4-Chloroaniline . ' & 10%'; e 4] x " 5%
4-Chloro-3-methylphenol  « £10% oL 027 ) 5%
Dibenzofumn " B 10% S S =5%
1,4-Dichlorobenzene : g, 2 10% - 1.3 ' <5%
3.3"Dichlorobenidine ., B 10% 24 : S5%
2.4-Dichlorophenol £ 10% 22 e <5%
2,4-Dinitrotafuene & 10% 4.1 <5%
Di-n-ottyl-phthalate & 10% 11 . 5%
Pluoranthens ! 1 10% 2.2 . ; <5%
Hexachlgre-( 1,3)-butadiono” & 1% <5%
fsophorono o . <5%
2-Methylnaphthalene 55%
3-Nitroaniling a 5%
2-Nitrophenol " <5%
Nitrobenzsns 5%
N-Nitragedi-it-butyfamine ) < 5%
N-Nitragodiphenylamine 2.4 < 5%
Pentachlorobenzeno 14 S5%
Phenol 1.4 $5%
Pyridine . 189.8 26 s5%
+ Concentvarion is verified through multiple snalyses and is calenlated as tho avorage of multiple apalyses compared ta an indepondontly
prepared calibntion solution.
+ Vomogeneity 1 ensured through rigorous production pracess contrals statistically analyzed to avalaate visk und verified by analysiz, The %RSD of
samples pullaa from acrogs the lot demanstrate homogénsity.
« Thisstandard was prepared from six stocks that have been verified for aceuraoy and homogenc:ty Veeification of this standard was perfonned by
monitaring 25 eomponents lsted in the table above, moluding Method 8270 Check Compounds (CCC) and at loast one analyte from each stock,

Caeilliant Cofporation 811 Paloma Dive, Sulte A, Round Rock, TX 78465 8008487837 / 5122389974
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APR/01/2013/MON 01:04 PI

PAL N0, R0

RBRS-077
ERI11711-01
Revision 2
Page 5 of 5

'COA Revision History

~ Reyision No. Date . Reason for Revision
00 12/21/2011  |Iuitial version
01 4/11/2012  |Migsing faotnots was added.
Added stafement that solution shoyld be sgpicated prigr to use,
02 3/16/2012  {Corrected "Bis(2-chloroizopropylether (CAS 108-60-1) to "Bis(1-chloroisopropyl)ether

Cerillont Corporation 8

ARDL Inc

- Ta

11 Paloma Drive, Sulte A, Raund Rack, TX 78665 8008487837 / 5122389974
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5B
SEMIVOLATILE ORGANIC GC/MS TUNING AND MASS CALIBRATION - DECAFLUOROTRIPHENYLPHOSPHINE

(DFTPP)
Lab Name: ARDL, Inc. Contract: ---—
Lab Code: ~—-— Case No.: 006611 SAS No.: ——-— SDG No.: —-—-—
Lab File ID: E0307403 DFTPP Injection Date: 03/07/14
Instrument ID: AGS DETPP Injection Time: 14:55
m/e| ION ABUNDANCE CRITERIA %ABRU%\]LDAATNIC\;E
51} 30 - 80% of mass 198 36.3
68| Less than 2.0% of mass 69 0.0 (1)
69| (reference only) 34.1
70] Less than 2.0% of mass 69 0.4 (1)
127) 25 - 75% of mass 198 48.9
197| Less than 1% of mass 198 0.0
198| Base Peak, 100% relative abundance 100.
1991 5 - 2% of mass 198 6.8
275] 10 - 30% of mass 198 24.1
365] Greater than 1% of mass 198 . 3.0
4411 0 - 100% of mass 443 89.3
4421 40 - 110% of mass 198 92.7
4431 15 - 24% of mass 442 19.5 (2)
(1)-Value is % mass 69 (2)-Value 1s % mass 442
THIS TUNE APPLIES TO THE FOLLOWING SAMPLES, MS, MSD, BLANKS, AND STANDARDS:
EPA SAMPLE NO. LAB LAB DATE TIME
SAMPLE ID FILE ID ANALYZED ANALYZED
1| BLANK STD 000 PPM STD E0307404 03/07/14 15:21
2| BNA STD 005 PPM STD F0307405 03/07/14 16:03
3] BNA STD 010 PPM STD E0307406 03/07/14 16:45
4] BNA STD 020 PPM STD E0307407 03/07/14 17:27
51 BNA STD 030 PPM STD E0307408 03/07/14 18:08
6] BNA STD 040 PPM STD E0307409 03/07/14 18:49
71 BNA STD 060 PPM STD E0307410 03/07/14 19:30
8
9
10
11
12
13
14
15
16
17
18
19
20
21
22
page 1 of 1 FORM V SV 3/90
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Data Path
Data File
Acqg On
Operator
Sample
Misc

ALS Vial

Integration
Method

Title :
Last Update

. PEK

DFTPP

C:\MSDCHEMN\I\DATANO3071 4\

: E0307403,D

7 Mar 2014

14:55

50 PPM TUNE 16289

AG-5 8270

1 Sample Multiplier: 1

File: FRED.

P

C:\MSDCHEMN\1\METHODS\827 0TUNPULSE . M
8270 TUNE METHQOD
Wed Aug 28 11:55:28 2013

Abundance TIC: E0307403.D

2500000

2000000

1500000 i

1000000 '

500000
i U | T T T T | T T T ¥ I T T T T ] T T T IJ ’ T ¥ 1 T I T T T 'I_J T T T T I T T
Time—> 1050 11,00 11.50 12,00 12.50 13.00 13,50 14.00
Ahundance Average of 12.445 to 12.451 min.: E0307403.D ()
: 198

442
200000
150000
255
100000 i i
§ 51
‘ 110 275
50000
224
93 167 ( 246 423
‘ UTII??HL(”M||!|'mrllll’l"|'i'}|"| |‘|'| It't'l'ﬁi??‘l 'H'!!"{'E#L }'1’||' 1'1|||IL|0|’2|4lgll!111'||"!'||)|II|13I1|0|3;?03|‘|’| |3|4|81l]3l6,f5f |3:8|3?||4'U|3|||||||H|I»HI||x||||4A9|4I|| i
mfz—> 40 60 S0 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500 :
AutoFind: Secans 1185, 1186, 1187: Background Corrected with Scan 1173
| Target | Rel. to | Lower | Upper | Rel. | Raw | Result |
| Mass | Mass | Limit% | Limit% | Abn% | Abn | PagssFail |
| 51 | 198 | 30| 80 | 36.3 | 83080 |  PASS |
| 68 | 69 | 0.00 | 2 | 0.0 | 0| ©PASS |
| 69 | 198 | o0.01 | 100 | 34.1 | 77865 |  PASS |
[ 70 | 69 | 0.00 | 2 | 0.4 | 297 |  PASS |
| 127 | 198 | 25 | 75 | 48.9 | 111704 | PASS |
| 197 | 198 | 0.00 | 1 | 0.0 | 0 | PASS |
| 198 | 18 | 100 | 100 | 100.0 | 228586 |  PASS |
| 199 | 198 | 5 | 9 | 6.8 | 15613 |  PASS 1
| 275 ) 198 | 10 | 30 | 24.1 | 55090 | PASS |
| 365 | 198 | 0.75 | 100 | 3.0 | 6798 | PASS |
| 441 | 443 | o0.01 | 100 | 89.3 | 36890 | PASS
| 442 | 198 | 40 | 110 | 92.7 | 211797 | PASS
| 443 | 442 | 15 | 24 | 19.5 | 41325 |  PASS |
53 Page: 1

8 ARPTYNPULSE .M Fri Mar 07 15:12

Repor
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Average of 12.445 to 12.451 min.: E0307403.D
50 PPM.TUNE 16289
Modified:subtracted

mn/z abund, m/z abund. mn/z abund. m/z abund,
36.05 85 50.20 22530 62.10 1229 75.10 13299
37.05 316 51.20 83080 63.15 3164 76.20 2292
38.15 1216 52.10 4971 64,05 559 77.20 103544
39.15 5920 53.05 61 65.05 1547 78.15 7156
40.10 189 54.10 48 66,05 255 79.05 5712
41.10 144 55,10 114 67.10 149 30.10 4593
42,10 52 56.10 2209 69.10 77865 81.10 6846
45,15 154 57.10 5761 70.05 297 82.10 1812
46 .95 151 58.05 359 71.90 28 83.10 1744
47.90 34 58.95 14 73.10 694 84.05 138
48.20 66 61.00 847 74,15 9494 85.10 1540

Average of 12.445 to 12.451 min.: E0307403.D
50 PPM TUNE 16289
Modified:subtracted

m/z abund. m/z abund. m/%z abund. m/z abund.
86,10 1956 99,10 6555 111.10 8959 123.05 3244
87 .10 1035 100.10 692 112.15 1163 124.00 619
88,05 464 101.05 3860 113.00 302 124.15 960
89,15 211 101,95 198 113.85 109 125.10 1380
91.10 1586 102.40 110 115.00 100 127.10 111704
92.15 1413 103.05 1476 117.1¢0 24469 128.15 8875
93,05 10898 104.10 2572 118,10 1987 129.10 41080
94,05 698 105.10 2492 119.05 248 130.10 3609
95,05 326 107.10 32115 120.05 503 131.05 762
96.05 237 108.10 5211 121,15 95 132.00 342
98.10 8555 110.10 55570 122.10 1989 133.10 108

Average of 12.445 to 12.451 min.: E0307403.D
50 PPM TUNE 16289
Modified:subtracted

m/z abund, n/z abund. m/z abund. m/z abund.
134,05 1369 143,90 102 154,10 1628 163,90 161
135.10 3369 144,15 241 155,10 2995 164.20 149
136.10 1530 145.05 397 156,10 4814 165.10 2387
137.10 2143 146.05 820 157.10 870 166.10 2055
137.90 199 147.10 3166 158.00 1096 167.05 12151
138.10 165 148,10 6699 159.05 815 168.10 6299
139.00 316 149,10 1512 160.10 1955 169.10 986
139.95 386 150.10 428 161.10 2756 170.00 412
141.10 5427 151.15 868 162.10 808 171.05 . 522
142.15 2005 151.70 473 162,85 63 172.05 1024
143.10 1196 153.10 1656 163.20 77 173.10 1273

yzverage of 12.445 to 12.451 min.: E0307403.D
50 PPM TUNE 16289
dodified:subtracted

n/z abund. m/z abund. m/z abund. m/z abund.
174,10 2795 184,05 902 193.10 3376 207,10 7808
175.10 4633 185,15 4584 194,05 829 208.10 1857
176,05 1207 186.10 31288 196,10 7480 208.95 701
177.05 2321 187.10 9448 198,10 228586 210.20 417
178.15 777 188.00 689 199,10 15613 211.05 2465
179.10 8166 188,20 410 200,05 1440 211.90 434
180.10 5804 189.10 1879 201.60 1183 213.00 196
181.10 2954 190.05 492 203,05 1956 215.05 754
182.05 487 191,10 773 204,10 86556 216.05 1013
182.60 112 191,30 319 205,10 15184 217.10 14976
183.15 348 192.10 3141 206,05 61883 218.05 2228

\verage of 12.445 to 12.451 min.: E0307403.D
50 PPM TUNE 16289
lodified:subtracted

mn/z abund. m/z abund. mn/z abund, mn/z abund.
218.90 65 228,05 1813 239,05 572 250,05 252
219.156 290 229.10 2874 239,95 504 250,95 349
219.60 68 230,00 540 241,05 832 252,00 416
221.10 9999 231,05 1409 242,05 1972 252.40 193
221.80 892 232.05 298 243,05 1372 253.20 924
222.10 725 233.00 227 244,10 24880 255,10 126909
223,15 4362 234,05 754 245,10 3415 256,10 18608
224,10 32552 235,05 1040 246,05 4612 257.05 1483
225.10 8362 236,00 683 247.00 988 258.00 6693
226.10 400 237.00 1068 248.10 285 259,00 1187
227 .10 12650 238.10 244 249,05 1080 259,80 129

\werage of 12.445 to 12.451 min,: E0307403.D
50 PPM TUNE 16289
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Modified:subtracted

. m/z abund.
260.00 16l
260.30 102
260,95 130
261.20 101
262.10 38
265,05 2926
266,05 469
268.20 80
269,25 117
269,95 316
270.95 524

Average of 12.445 to 12.451 min,:

50 PPM TUNE 16289
Modified:subtracted

n/z abund.
301.95 246
303,10 1823
304,05 594
305,00 39
306.90 34
307.50 28
307.95 171
309,00 86
309.20 39
310,05 168
311.90 60

aAverage of 12.445 to 12,451 min.:

50 PPM TUNE 16289
vdodified:subtracted

m/z abund.
348.40 28
350.10 29
351.05 88
352,05 1233
353.05 1041
354.056 1546
355,05 407
356,00 69
358.20 30
359,05 174
359,60 29

zverage of 12.445 to 12.451 min.:

50 PPM TUNE 16289
dodified:subtracted

m/z abund.
414,90 170
416,10 30
417.10 33
418.00 28
421.05 1431
422 .05 1626
423,10 9872
424,05 2113
425.15 242
425,80 52
426,80 174

ARDL Inc

mn/z
271,
273,
274,
275,
276.
277,
278.
279.
280,
280.

281

mn/z
313.
314,
315.
316,
317.
317.
319.
320.
321.
322,
323,

05
10
05

m/z
360,
363,
365 .
365,
366,
367.
367.
370.
370.
370.

371

80
20
00

n/z
427.
428,
428,
428,
429,
429,
429,
430,
430,
431,
431,

abund. m/z
340 281.80
4005 281.95
10314 283.05
55090 284,10
7404 285,05
4584 286,00
626 286,80

32 288.00

33 289.05

91 289,90

33 290,10
E0307403.,D

abund. n/z

190 324.05
765 325.05
1697 325.95
1114 327.00
138 328.05

60 329.15
43 330,40
36 331.00

556 332.00
194 333.05
4891 334.05

E0307403.D
abund. n/z
52 372,05
50 373,05

6798 374.00
1121 383.00

27 384,00
83 384,90
38 390.05

114 390.95
101 391.90
335 392.10
159 394.60

E0307403.D

abund, n/z
105 432.20
81 432.60
69 433.1¢0
86 433.50
74 434,20
60 434.55
35 434,95
44 435,30
114 435.75
56 436,00

163 436.50

Report Number 6615 - Sea Cucumber - Semivolatile 8270C

abund.
2885
708

798
279

330
302
138

35

n/z
290.80
291.10
291.85
293.05
294,25
296,10
297 .05
298.05
299.00
300.10
300,95

m/z
335.05
336.00
339.00
339.80
340.10
341.00
342.05
344.20
346.05
347.00
347.90

n/z
395.60
397.00
398,10
401,05
402.05
403,05
404,05
405,10
408.20
410,10
410,30

m/z
436.85
437 .40
438 .15
439.05
441.10
442.05
443,10
444 .05
445,10
493,80

Page 82 of 164



Quantitation Report (Qedit)

Data Path : C:\MSDCHEMN1NDATAN030714\
Data File | E0307403.D

Acg On ¢ 7 Mar 2014 14:55
Operator : PEK

Sample : 50 PPM TUNE 16289
Misc 1 AG-5 8270

ALS vial 1 Sample Multiplier: 1

Quant Time: Mar 07 15:13:37 2014

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

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

Response via : Initial Calibration

Abundance ~ lon 266.00 (265.70 to 266.70). E0307403.0
lon 264.00 (263.70 to 264.70): E0307403.D
lon 268.00 (267.70 to 268.70): E0307403.0

150000 |
12.Taifling = 1.26 ’

100000

50000

OIIII'IVI'Il1ll')I'I'I’lII'If[llll]‘llllllllllIrTrlIil[(QIII|Ylﬂ1

Time--> 1120 1140 1180 11.80 12.00 1220 1240 12.60 1280  13.00  13.20 13.40
Abundance

120000

266

100000 |

80000 165

60000

95 i
40000 130 202 5
o 230
20000

36 47 7183 11107 448 ) M1

15 179193 ||l 214 39 256 ||l 281 326 355 |

‘ O' llll,]llY'llll‘llll'Y)(l‘IIIIJ[I]] II|I,IIII,\T:
miz--> 30 40 50 60 70 80 S0 100110120 130140150 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300 310 320 330340350360‘
‘ TIC: E0307403.D

(1) Pentachlorophenol (TMC)
12.184min (-0.066) 12.29ug/L.

response 131019

lon Exp% Act%
266.00 100 100
264.00 63.80 64.53
268.00 63.80 58.87

0.00 000  0.00

8270TUNPULSE M Fri Mar 07 15:13:58 2014 Page: 1
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Quantitation Report (Qedit)

Data Path : C:\MSDCHEMN\INDATANCG30714N\
Data File : E0307403.D

Acg On ¢ 7 Mar 2014 14:55
Operator : PEK

Sample ¢ 50 PPM TUNE 16289
Misc : AG-5 8270

ALS vial : 1 Sample Multiplier: 1

Quant Time: Mar 07 15:13:37 2014

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

QLast Update : Wed Aug 28 11:55:28 2013
Response via : Initial Calibration

M

ABW S lon 184.20 (183.80 to 184.90): E0307403.D

1400000

1200000

1000000

800000

600000

400000

200000 E

7.

| I

13.53fing = 0.99

lon 92.10 (91.80 to 92.80): E0307403.D
lon 156.10 (155.80 to 156.80): E0307403.D

O)]l“lllllllIt|||||l||||l||1|

Time-> 1240 1260 1280 1300  13.20 _ 13.40

L D R B

|\1|“"l||||

1360 1380 14. OO 1420

L e i L e

14. 40 14. 60 14.80 | 80 :

Abundance

184

1000000
800000
600000
400000
200000
85 117 130 139 186 167 H
S N mll e el ,,,.,199,1 ApA74 Jll 198 207 217 228 249 | 266 281 301

0 I]||||||||||11|1'|||( |||| TP ll!l T T

m/z--> 30 40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300

(3) Benzidine (T)
13.527min (-0.073) 28.93ug/L
response 1491811

lon Exp% Act%
184.20 100 100

92.10 13.70  10.04#
1566.10 8.60 7.65

0.00 0.00 0.00

8270TUNPULSE.M Fri Mar 07 15:14:15 2014

TIC: E0307403.D
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Data Path
Data File
Acg On
Operator
Sample
Migc

ALS Vial

Quant Time:

Quant Method

Quant Title

QLast Update
Response via

Quantitation Report (Qedit)

C:\MSDCHEMNINDATANO3071 4\

. E0307403.D

7 Mar 2014 14:55

» PEK

50 PPM TUNE 16289

: AG-5 8270

1 Sample Multiplier: 1
Mar 07 15:13:37 2014
8270 TUNE METHOD

Initial Calibration

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

Wed Aug 28 11:55:28 2013

Abundance lon 235,00 (234.70 to 235.70): E0307403.D i
lon 237.00 (236.70 to 237.70): E0307403.D
600000 lon 165.10 (164.80 to 165.80); E0307403.D ;
500000 |
!
400000
l
300000 ‘
i
200000 1 |
100000 |
Degradation = 1.23%
0 14411 L :
|¢|'|'|'|tll‘l‘||||‘]Il'||||‘||1|||"ll|l|1||||'1||||l||||l]|1|||l
Time--> 1340  13.60 13.80 14.00 14.20 14.40 14.60 14.80 15.00 15.20 156.40 15.60 15.80
Abundance
400000 235
350000
300000
250000 165
200000
150000
100000
199
50000 75
88 99 .44 123 136 246
0 i, o264 282 319 354
h [ T T T T Ry T [ [ TTT VTV A T [ TT T [ TR [T T T e T
miz--> 30 40 50 60 70 80 90 100110120130 140 150 160170 180 190 200 210 220 230 240 250 260 270 280 290 300 310 320 330 340 350 360
‘ TIC: E0307403.D
(4) BDT
14.523min (-0.097) 23.88ug/L
response 620045
lon Exp% Act%
235.00 100 100
237.00 64.80 65.28
165.10 59.00 59.69
0.00 0.00 0.00
8270TUNPULSE .M Fri Mar 07 15:15:06 2014 Page: 1
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Response Factor Report AGS

Method Path : C:\MSDCHEM\INCALFILES\8270CALSN

Method File : E8270321HW.M

Title ; 8270 BNA Calibration
Last Update : Sat Mar 08 08:58:38 2014
Response Via : Initial Calibration

Calibration Files

10 =E0307406.D 20 =E0307407.D 30 =E0307408.D
40 =E0307409.D 5 . =E0307405.D 60 =E0307410.D

Compound 10 20 30 40 5 60 Avg %RSD
1) I 1,4-Dichlorobenzene-d —————————vmm——— ISTD-— e
2y I Naphthalene-d8 = ———-eeemmom— ISTD————— e
3) S Nitrobenzene-d5 0,359 0.345 0.331 0.327 0.353 0,306 0,337 5.81
4) I Acenaphthene-d10 = ——vom—mmmmme ISTD——— e
5) S 2-Fluorobiphenyl 1.414 1,281 1.185 1,106 1.466 1.008 1.243 14,28
6€) T Dimethylphthalate 1.780 1.628 1.539 1,460 1.867 1.365 1.607 11,91
7) T  Diethylphthalate 1.833 1,647 1.538 1.448 1.924 1,316 1.618 14.29
8) I Phenanthrene-d10 - - ———emmmm ISTD———— e
9) T Di-n-butylphthala 1.801 1.642 1.516 1,412 1.888 1,236 1.582 15,44
10) I Chrysene-d12 e TS T D
11) TM Pyrene 1.482 1.320 1.246 1.196 1.532 1.089 1,311 13.00
12) S8  Terphenyl-dl4 0.736 0,680 0,652 0,626 0,755 0,588 0.673 9.52
13) T big(2-Ethylhexyl) 1.023 1,008 0,996 0.987 1.007 0.920 0.990 3.69
14) TC Di-n-octylphthala 1.699 1.725 1,688 1.680 1.600 1.558 1.658 3.89#
15) I Perylene-diz = - ISTD———m e e

of calibration levels exceeded format ###

(#) = Out of Range ### Number
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Data Path : C:\MSDCHEM\1INDATANGO30714\

Data File : E0307404.D

Acq On © 7 Mar 2014 15:21
Operator : PEK

Sample : BLK | 6793 (\DE% ol
Misc . AG-5 8270 3leroe

ALS vial : 2 Sample Multiplier: 1

Quant Time: Mar 07 15:57:20 2014
Quant Method : C:;\MSDCHEM\INCALFILES\8270CALS\E8270321HW.M
Quant Title : 8270 BNA Calibration
QLast Update : Wed Nov 27 09:24:47 2013
Response via : Initial Calibration

Internal Standards

Quantitation Report

{Not Reviewed)

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

} Acenaphthene-dl0

) Phenanthrene-dlo0

) Chrysene-dl2

) Perylene-dl2

System Monitoring Compounds
3} Nitrobenzene-d5

Spiked Amount 50,000
5) 2-Fluorobiphenyl
Spiked Amount 50,000
12) Terphenyl-di4

Spiked Amount 50.000

Target Compounds

R.T. QIon
7.40 152
9.37 136
12,29 164
14.85 188
20.47 240
25.42 264
0.00 82
11.23 172
0.00 244

301l64le 40,
11577249 40,
6384824 40.
10542665 40.
12708761 40,
12353785 40.

0 0,

Recovery

4857 0.

Recovery

0 0.

Recovery

(m) = manual integration (+)

signals summed
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEMN\INDATANO030714\
Data File @ EO0307405.D

Acg On 7 Mar 2014 16:03
Opsrator . PEK >
sample . 5 PPM STD 1624 1= (
Misc . AG-5 8270 2llefaet

ALS Vial : 3 Sample Multiplier: 1

Quant Time:; Mar 07 16:36:44 2014

Quant Method : C:\MSDCHEMN\1N\CALFILES\8270CALS\E8270321HW.M
Quant Title : 8270 BNA Calibration

QLast Update : Wed Nov 27 09:24:47 2013

Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.40 152 3005778 40,00 ug/L -0.05
2) Naphthalene-ds 9.37 136 11504533 40.00 ugsL -0.05
4) Acenaphthens-dl0 12.29 164 6343400 40.00 ug-sL -0.05
8) Phenanthrene-d10 14.85 188 10461861 40.00 ugsL -0.06

10) Chrysene-dil2 20.47 240 12702454 40.00 ugsL -0.12
15) Perylene-dil2 25.42 264 12390870 40.00 ug/L -0.07

System Monitoring Compounds
3) Nitrobenzene-d5 8.23 82 507446 4.90 ug/L -0.05
Spiked Amount 50.000 Recovery = 9.80%

5) 2-Fluorobiphenyl 11.13 172 1162679 5.36 ugs/L ~0.06
Spiked Amount 50,000 Recovery = 10.72%
12) Terphenyl-di4 17.66 244 1198911 4.86 ugrsL -0.07
Spiked Amount 50.000 Recovery = 9.72%

Target Compounds Qvalue
6) Dimethylphthalate 11.81 163 1480654 6.35 ugsL # 78
7) Diethylphthalate 13.02 149 1525803 6.79 ugsL 99
9} Di-n-butylphthalate 15.87 149 2468767 6.72 ugs/L 94

11) Pyrene 17.37 202 2433310 6.37 ug/L 81
13) bis(2-Ethylhexyl)phthalate 20.68 149 1599370 .62 ug/L 99
14) Di-n-octylphthalate 23.48 149 2539910 6.01 ugs/L 100

I82XQB12thEW . M Fri Mar 07 16:36:44 RE8Joft Number 6615 - Sea Cucumber - Semivolatile 8270C
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Quantitation Report

Data Path : C:\MSDCHEM\NINDATANO30714\
Data File : E0307406.D

Acqg On ¢ 7 Mar 2014 16:45

Operator . PEK o

Sample . 10 PPM STD 16298 WEW
Misc . AG-5 8270 3fto} deiH

ALS Vial ¢ 4 Sample Multiplier: 1

Quant Tiwme: Mar 08 08:54:02 2014

Quant Method : C:\MSDCHEMNINCALFILESN\8270CALS\E8270321HW.M

Quant Title : 8270 BNA Calibration
DLast Update : Wed Nov 27 09:24:47 2013
Response via : Initial Calibration

(Not Reviewed)

Internal Standards R.T. QIon
1) 1,4-Dichlorobenzene-d4 7.40 152
2) Naphthalene-d8 9.37 136
4) Acenaphthene-d10 12,29 164
8) Phenanthrene-dl10 14.85 188

10) Chrysene-dl2 20.47 240
15) Perylene-dl2 25.42 264

System Monitoring Compounds
3) Nitrobenzene-d5 8.23 82
Spiked Amount 50.000
5) 2-Fluorobiphenyl 11.13 172
Spiked Amount 50.000

12) Terphenyl-dl4 17.67 244
Spiked Amount 50,000

Target Compounds
6) Dimethylphthalate 11.81 163
7) Diethylphthalate 13.03 149
9} Di-n-butylphthalate 15.87 149

11) Pyrene 17.37 202
13) bisg(2-Ethylhexyl)phthalate 20.68 149
14) Di-n-octylphthalate 23.49 149

3289182 40.
12500007 40.
7052371 40,
11723584 40,
14147007 40,
14124326 40,

1121626 9.

Recovery

2492405 10,

Recovery

2601323 9.

Recovery

3138823 12.
3231403 12.
5278901 12.
5242163 12.
3617981 13.
6007286 12,

ug/L -0
ug/L -0
ug/L -0
ug/L -0
ug/L -0
ug/L -0
ug/L -0,
19.92%
ug/L -0.
20.66%
ug/L -0.
18.94%
Oval
ug/L
ug/L
ug/L
ug/L
ug/L
ug-/L

(#) = gualifier out of range (m) = manual integration (+)

:82&%&8%§W.M Sat Mar 08 08:54:03 2014

signals summed

Report Number 6615 - Sea Cucumber - Semivolatile 8270C

Page; 1
5%ge910f164



T :ebeg $T0C ¥0'¥G:80 80 IPW 1BS W MHICZE0LZ8

00°1L€ 00°0€ 00°6C 00°'8C 00°/Z 00°9¢ 00'SC 00'¥Z 00°¢C 00°ZC 00°LZ 00°0C 00°6L 00'8L 00°ZL 00°SL 00°'SL 00'FL 00°€L 00°ZL O0'LL 00'CL 006 008 00L 009 00G 00V <9l

Page 92 offfle4

A__,ﬂ:__ﬁ__:___,.TA~_A.:4_.LF1L.___A_i___._A:LL_<__;___<_A.EL_‘ IS ST S AN W IR N ST SA AN S SO S OE N DS S Sl B S SRS A S NE S S S SN EN S | o d ____._._IA_ﬁ__:____O
) T T i
000002
4 00000%
2 2 g
3 o g 000009
g £ @ 5 o &
k=) o = o
m 3 < W £ MM g 000008
K 5 = T = S
3 s 5, £ |5 2 9
) p g g |8 g 000000+
B 5 % N
Y
E= 5 ©
= =
0000021 g
=
£
&
e oooooyk
g 8
g £
3
2 - 000009} 3
o N =
@ » . (@]
< =]
g g 8
i g 0000081 @
oy =
£ » z 8 m
g =k 3 ©
3 Z & 0000002
=z 2 2 o
T 3 =
g g 5 2
B & 2 0000022 <
5 2 o)
3 o
g 2
2 00000¥Z
- } N '30rZ0E03 DLL e e Souepunqy

UOT3RIQTIRD TEBTITUI :@ BTA ssucdsey

£T0Z LP:%Z:60 LT AON Pe@ @ eiepdn 1seIl

UOTIRIqITRD VNI 0428 @ ©T3TL auend

W MHTZE04Z8ANSTYI0LZNSTTIATYIONTNHEHDASHN '3 ¢ poyisW auend
$TO0Z 20:%G:80 80 JBW 'SWTL juend

1 :xetrdraTny erdwes § @ TRIA ST¥
0428 §-OY DSTH
aLs Wdd oT : ordues
MEg - Joiexsdp
S7:9T %162 IBW L ¢ ug bow 2

' 90740£0d : STTA BIRA_
NP TLOEONYIVANTNHWEHOASHN D Yyied e3eql
<
ﬁU®3®H>®x POZU PHOQ@ﬁ UoT1B1TAUEend




Quantitation Report

Data Path C\MSDCHEMNINDATANO 30714\
Data File E0307407.D

Acqg On 7 Mar 2014 17:27
Operator PEK

Sample . 20 PPM STD | 624 PE-
Misc AG-5 8270 S
ALS Vial 5 Sample Multiplier: 1

Quant Time:
Quant Method
Quant Title
QLast Update
Response via

Mar 08 08:54:19 2014

C i \MSDCHEMN\INCALFILESN8270CALS\NE8270321HW. M

8270 BNA Calibration
Wed Nov 27 09:24:47 20
Initial Calibration

13

{Not Reviewed)

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

1) 1,4-Dichlorobenzens-d4 7.40 152 3100490 40.00 ug/L -0.05
2) Naphthalene-ds8 9.37 136 11986828 40.00 ug/L -0.05
4) Acenaphthene-di10 12,29 164 6642402 40.00 ugsL -0.05
8) Phenanthrene-dlo 14,86 188 11071448 40.00 ugsL -0.05
10) Chrysene-dl2 20.48 240 13167564 40.00 ugsL -0.10
15) Perylene-di2 25.42 264 13320043 40.00 ugs/L -0.07
System Monitoring Compounds
3) Nitrobenzene-d5 8.23 82 2067138 19.14 ug/L -0.05
Spiked Amount 50.000 Recovery = 38.28%
5) 2-Fluorobiphenyl 11,13 172 4254957 18.72 ug/L -0.06
Spiked Amount 50.000 Recovery = 37.44%
12) Terphenyl-dl4 17.67 244 4478168 17.51 ug/L -0.06
Spiked Amount 50.000 Recovery = 35.02%
Target Compounds Qvalue
6) Dimethylphthalate 11.82 163 5407515 22.13 ug/L 100
7) Diethylphthalate 13.03 149 5469415 23.24 ug/L 99
9) Di-n-butylphthalate 15.88 149 9090377 23.40 ug/L 95
11) Pyrene 17.38 202 8688764 21.94 ug/L 81
13) bis(2-Ethylhexyl)phthalate 20.68 149 6636306 26.52 ug/L 98
14) Di-n-octylphthalate 23.49 149 11354226 25.92 ugs/L 100
(#) = qualifier out of range (m) = manual integration (+) = signals summed

i18270321HW.M Sat Mar 08 08:54:20 2014 ) .
ARDL Inc Report Number 6615 - Sea Cucumber - Semivolatile 8270C
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Quantitation Report (Not Reviewed)

UData Path : C:\MSDCHEMNI\DATAN030714\
Data File : E0307408.D

Acq On ¢ 7 Mar 2014 18:08
Operator : PEK N
Sample i 30 PPM STD 16397 P"—LL_
Misc . AG-5 8270 3togro

ALS vial : & Sample Multiplier: 1

Quant Time: Mar 08 08:54:34 2014

Quant Method : C:\MSDCHEM\INCALFILES\8270CALS\E8270321HW. M
Quant Title : 8270 BNA Calibration

QLast Update : Wed Nov 27 09:24:47 2013

Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Unitg Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.40 152 3210755 40.00 ug/L -0.05
2) Naphthalene-d8 9.37 136 12445918 40.00 ug/L ~0.05
4) Acsnaphthene-dl0 12.29 164 6929396 40,00 ugs/L -0.05
8) Phenanthrene-di0 14.86 188 11541208 40.00 ug/L -0.05

10) Chrysene-dil2 20.48 240 13396136 40.00 ug/L -0.,10
15) Perylene-dl2 25,43 264 13707138 40.00 ugsL -0,06

System Monitoring Compounds
3) Nitrobenzene-d5 8.24 82 3089200 27 .55 ug/L -0.05
Spiked Amount 50.000 Recovery = 55.10%

5) 2-Fluorobiphenyl 11.14 172 6160830 25,99 ug/L -0.05
Spiked Amount 50.000 Recovery = 51.98%
12) Terphenyl-dl4 17.67 244 6548402 25.17 ugs/L ~0.06
Spiked Amount 50.000 Recovery = 50.34%

Target Compounds Ovalue
6) Dimethylphthalate 11.82 163 7996310 31.37 ugsL 99
7) Diethylphthalate 13.03 149 7990957 32.55 ugs/L 100
9) Di-n-butylphthalate 15.88 149 13119386 32,39 ug/L 95

11) Pyrene 17.39 202 12515972 31.07 ug/L 81
13) bis(2-Ethylhexyl)phthalate 20,69 149 10008791 3%9.31 ug/L 99
14) Di-n-octylphthalate 23.50 149 16955270 38,04 ug/L 100

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

18270321HW.M Sat Mar 08 08:54:35 2014 ) ) Pﬁge: 1
ARDL Inc Report Number 6615 - Sea Cucumber - Semivolatile 8270C age 95 of 164
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Data Path
Data File
Acg On
Operator
Sample
Misc

ALS Vial

Quant Time:
pQuant Method
Quant Title
QLast Update
Response via

Quantitation Report

C:N\MSDCHEMNINDATANO30714\

: E0307409.D

7 Mar 2014 18:49

PEK -
40 PPM STD [bMG PE% .
AG-5 8270 ol 2
7 Sample Multiplier: 1

Mar 08 08:54:44 2014

C:\MSDCHEM\INCALFILESN\8270CALS\E8270321HW. M

8270 BNA Calibration
Wed Nov 27 09:24:47 2013
Initial Calibration

Response

{Not Reviewed)

Cong Units Dev(Min)

3040368 40.
11851287 40,
6602329 40.
10989052 40,
12309589 40.
12773069 40.

3875322 36.

Recovery

7304508 32,

Recovery

7708154 32.

Recovery

9637972 39.
9559829 40.
15512672 40.
14725061 39.
12145153 51.
20679050 50.

ug/L -0.05
ug/L -0.05
ug/L -0.05
ug/L -0.05
ug/L -0.10
ug/L -0.06
ug/L -0,05
72.58%
ug-L -0.05
64.68%
ug/L -0.06
64.48%
Ovalue
ug/L 99
ug-L 100
ug/L 95
ug-sL 82
ug/L 99
ug/L 100

Internal Standards R.T. QIon
1) 1.4-Dichlorobenzene-d4 7.40 152
2) Naphthalene-ds 9.37 136
4) Acenaphthene-dl0 12.29 164
8) Phenanthrene-d10 14.86 188

10) Chrysene-di2 20.49 2490
15) Perylene-di2 25,43 264

System Monitoring Compounds
3) Nitrobenzene-d5 8.24 82
Spiked Amount 50,000
5) 2-Fluorobiphenyl 11,14 172
Spiked Amount 50.000

12} Terphenyl-dl4 17.67 244
Spiked Amount 50.000

Target Compounds
6) Dimethylphthalate 11.82 163
7) Diethylphthalate 13.04 149
9) Di-n-butylphthalate 15.88 149

11) Pyrene 17.39 202
13) bis(2-Ethylhexyl)phthalate 20.69 149
14) Di-n-octylphthalate 23.50 149

(#) = qualifier out of range (m) =

18270321HW. M S
ARDL Inc

at Mar 08 08:54:44 2014

manual integration (+)

gignals summed

- Report Number 6615 - Sea Cucumber - Semivolatile 8270C
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Quantitation Report

(Not Reviewed)

Data Path : C:\MSDCHEM\1I\DATANO30714\

Data File : E0307410.D

Acqg On 7 Mar 2014 19:30
Operator : PEK

Sample . 60 ppM gD b4 PEK ,
Misc : AG-5 8270 3 lolooiH

ALS vial : 8 Sample Multiplier: 1

Quant Time: Mar 08 08:54:58 2014

Quant Method : C:\MSDCHEMN1I\NCALFILES\8270CALS\E8270321HW.M
Quant Title : 8270 BNA Calibration

QLast Update : Wed Nov 27 09:24:47 2013

Response via : Initial Calibration

Internal Standards

1) 1,4-Dichlorobenzene-d4 7.40 152 3360499
2) Naphthalene-ds 9.37 136 13202374 40.00 ugs/L -0,04
4) Acenaphthene-di10 12.29 164 7360844 40.00 ug/L -0.05
8) Phenanthrene-d10 14,86 188 12536217 40.00 ugsL -0.05
10) Chrysene-dl2 20.50 240 13811359 40.00 ug/L -0.09
15) Perylene-dil2 25.43 264 14645192 40.00 ug/L -0.06
System Monitoring Compounds
3) Nitrobenzene-db 8.24 82 6054015 50.89 ug/L -0.04
Spiked Amount 50.000 Recovery = 101.78%
5) 2-Fluorobiphenyl 11.14 172 11129079 44,20 ug/L -0.05
Spiked Amount 50.000 Recovery = 88.40%
12) Terphenyl-di4 17.68 244 12187806 45.44 ugsL -0.,06
Spiked Amount 50.000 Recovery = 90.88%
Target Compounds Qvalue
6) Dimethylphthalate 11.83 163 15074889 55,68 ug/L 100
7) Diethylphthalate 13,05 149 14533607 55,74 ug/L 99
9) Di-n-butylphthalate 15,89 149 23240172 52.83 ug/L 95
11) Pyrene 17.39 202 22556726 54.31 ugsL 81
13) bis(2-Ethylhexyl)phthalate 20,71 149 19054690 72,59 ug/L 98
14) Di-n-octylphthalate 23.52 149 32275683 70.24 ugs/L 99

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

'827032%?W'M Sat Mar 08 08:54:58 %&%ﬁNumbaG&B—SeaCmmmba—SemNommeSZHm
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5B
SEMIVOLATILE ORGANIC GC/MS TUNING AND MASS CALIBRATION - DECAFLUOROTRIPHENYLPHOSPHINE

(DFTPP)
Lab Name: ARDIL, Inc. Contract: —--
Lab Code: --- Case No.: 006611 SAS No.: -—- SDG No.: ——-
Lab File ID: EO0308401 DFTPP Injection Date: 03/08/14
Instrument ID: AGH DFTPP Injection Time: 09:25
m/e| ION ABUNDANCE CRITERIA z;g%@g&;?
511 30 - 80% of mass 198 34.3
68| Less than 2.0% of mass 69 0.0 (1)
691 (reference only) 31.7
70} Less than 2.0% of mass 69 0.3 (1)
1271 25 - 75% of mass 198 46.4
197 Less than 1% of mass 198 0.0
198| Base Peak, 100% relative abundance 100.
199] 5 - 9% of mass 198 6.7
275 10 - 30% of mass 198 24 .4
365| Greater than 1% of mass 198 2.9
4410 0 - 100% of mass 443 89.1
4421 40 - 110% of mass 198 99.5
443 15 - 24% of mass 442 19.4 (2)
(1) -Value 1is % mass 69 (2)-Value is % mass 442
THIS TUNE APPLIES TO THE FOLLOWING SAMPLES, MS, MSD, BLANKS, AND STANDARDS:
EPA SAMPLE NO. LAB LAB DATE TIME
SAMPLE ID FILE ID ANALYZED ANALYZED
1f ICV 030 PPM STD E0308402 03/08/14 09:58
2
3
4
5
6
7
8
9
10
11
12
13
14
15
16
17
18
19
20
21
22
page 1 of 1 FORM V SV 3/90
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DFTPP

' ‘Data Path : C:\MSDCHEMN1INDATAN0O30814\
Data File : E0308401.D

Acg On » 8 Mar 2014 9:25

Operator : PEK oE
Sample : 50 PPM TUNE 6399 \F;;E“mH
Misc . AG-5 8270 3o

ALS vial 1 Sample Multiplier: 1

Integration File: FRED.P

Method : CiIN\MSDCHEMN1N\METHODS\8270TUNPULSE . M
Title : 8270 TUNE METHOD
Last Update : Wed Aug 28 11:55:28 2013
Abundﬂnce - TIC; E0308401.D -
3000000
- 2500000
. 2000000
1500000
1000000
| 500000 /\“J k\——ﬁg
: Uj T ¥ T T | ¥ T T T | T T T H ' T T T T l T T T T T T T T T T T T T T T T
Thne—> 1050  11.00 1150 1200 12,50 13.00 13,50 14.00
Abundanw Average of 12.448 to 12.454 min.. E0308401.D ()
198 442 :
250000 |
200000
150000 255
127
77
100000 51
110 275
| 3 93 l ‘ 167 ‘ \ y! 295 423
! U T :jllgl I‘l ‘l"lél:il_rlll"i' ]II lllhlll Illt I' I, III' I1??'l’ ILl |! |II “ .l :I A'I 1|1|| lllllll TT | 1T 'li III II|!" T ! ‘ l3l1lul3|2lsl:?13l!31 l??? ?OBISI (3‘8I3\ T I4IDI3| T l | TTT | { T I TT1
nfz—> 40 60 80 100 120 140 160 180 200 220 240 280 280 300 320 340 360 380 400 420 440 460 |
AutoFind: Scans 1186, 1187, 1188; Background Corrected with Scan 1174
| Target | Rel, to | Lower | Upper | Rel., | Raw | Result |
| Mass | Mass | Limit% | Limit% | Abn% | Abn | Pass/Fail |
| 51 | 198 | 30 | 80 | 34.3 | 90008 | PASS
| 68 | 69 | 0.00 | 2 | 0.0 | 0 | PASS
| 69 | 198 | 0.01 | 100 | 31.7 | 83244 |  PASS |
| 70 | 69 | 0.00 | 2 | 0.3 | 235 |  PASS
[ 127 | 198 | 25 | 75 | 46.4 | 121636 | PASS
| 197 | 198 | 0.00 | 1 ] 0.0 | 0 | PASS
| 198 | 198 | 100 | 100 | 100.0 | 262314 | PASS |
| 199 | 198 | 5 | 9 | 6.7 | 17536 | PASS |
| 275 | 198 | 10 | 30 | 24.4 | 64024 | PASS
| 365 ! 198 | 0.75 | 100 | 2.9 | 7651 | PASS |
| 441 | 443 | 0.01 | 100 | 89.1 | 45154 | PASS |
| 442 | 198 ] 40 | 110 | 99.5 | 260928 | PASS |
| 443 | 442 | 15 | 24 | 19.4 | 50682 | PASS |
8270TUNPULSE . M Sat M : 108 2014 .
ZIgDL Inc a ar 08 09:43 Igeport Number 6615 - Sea Cucumber - Semivolatile 8270C Igaag e:)LOZ %f 164



average of 12.448 to 12.454 min.:

50 PPM ‘TUNE
Modified:subtracted

m/z abund.
37.10 409
38.15 1214
39.156 6809
40.10 343
41,05 85
42,10 72
44,95 42
50.15 24370
51.156 90008
52.15 4832
53,05 76

Average of 12.448 to 12,454 min.:

50 PPM TUNE
fodified:subtracted

m/z abund.
92.05 1799
93.05 10915
94.10 764
96.05 425
98.10 3088
99.10 6964

160.10 751
101,05 4247
102.05 171
103.05 1610
104.10 2507

\verage of 12.448 to 12.454 min.:

50 PPM TUNE
dodified:subtracted

n/z abund,
135.10 4253
136.10 1653
137.10 2113
138.05 593
138,95 297
141.00 6032
142.05 2060
143.05 1155
144,05 466
145,10 378
146,05 1144

swwerage of 12.448 to 12.454 min,:

50 PPM TUNE
fodified:subtracted

swwerage of 12.448 to 12,454 min.:

werage of 12,448 to 12,454 min.:

n/z abund.
179.10 8869
180.05 6625
181.05 2973
182,05 529
183.05 371
184.00 318
184.25 666
185.15 5368
186.10 35757
187.10 10549
188,10 1104

0 PPM TUNE
fodified:subtracted
mn/z abund.
228,05 2150
229.10 2932
229.95 531
231.10 1412
231,90 230
232,10 68
232.90 315
234,00 1027
235,05 1097
236.05 734
237.00 1267
0 PPM TUNE
ARDL Inc

65

m/z
105.
107.
108.
110,
111,

112.

113,
113.
113.
114,
114,

mn/z
147 .
148,
149.
150,
151.
151,
151.
153,
154,
155,
156,

m/z
189,
190.
191.
192.
193,
194.
196.
198,
199,
200.

201

n/z
238,
239,
240,
241.
242.
243,
244,
245,
246,
247,
247,

10
05
05
05
05

E0308401.D

abund. m/z
10 66.05
2557 69,05
5557 70.05
346 71.90
132 73.10
40 74.15
1301 75.10
1312 77,15
3183 78,15
589 79.10
1535 80.10
E0308401.,D
abund, n/z
2532 114.70
34922 115.10
5736 116.05
61901 117.05
9618 118,05
1285 119.10
274 120.10
90 121.05
91 122.05
51 123,10
28 124,00
E0308401.D
abund. n/z
3333 157.05
7052 168,10
1495 159.10
487 160,10
569 161,10
273 162.05
221 163,10
1885 164.05
1563 165,05
3434 166.10
5357 167,05
E0308401.D
abund. m/z
2021 203,15
434 204,10
1303 205,05
3411 206.10
3837 207,05
10612 208.05
8486 209.05
262314 210.10
17536 211,05
1589 212.00
1371 213.05
E0308401.D
ahund. m/z
140 249,10
749 250,05
549 250,80
865 251.00
2649 251,20
871 251.60
29482 252,00
4372 252.25
4939 253.10
1264 255,10
179 256,10
E0308401.D

Report Number 6615 - Sea Cucumber - Semivolatile 8270C

abund,
229
83244
235

374
9251
14400
110782
7664
6522
5115

abund,
1098
1068
842
1924
3243
829
216
260
1995
1909
13670

abund.
1958
9535
16750
69037
9194
2074
834
696
2406
172
318

abund .
1196
209
128
135

107
116
335
334
139938
20833

268,

abund,
7684
1932
1339

1311
2231
916
265
307

1556

abund.
471
1141
121636
9818
44816
3831
875
397

166
1418

abund.
7198
1181
377
450
1136
1500
2660
5056
1805
2597
175

abund.
157
725
578
16242
2276
311
10948
4859
37346
9796
14038

Page 103 of 164



Modified:subtracted

mAz abund.

' 268,85 17
269,95 141
271,15 648
272,05 762
273.05 4604
274.10 12646
275.10 54024
276.10 8573
277.05 4809
278,05 792
279.10 239

350 PPM TUNE
dodified:subtracted

m/z abund.
307.95 322
308.90 140
309.30 116
310.05 234
310.50 29
310.90 52
312.10 66
314.10 931
315.05 1874
316.05 1184
317.00 111

30 PPM TUNE
dodified:subtracted

m/z abund.
356,85 108
358.10 32
358.95 213
361.05 75
362.40 31
363.10 31
363.65 92
365.00 7651
365.95 1326
366,85 117
368.60 32

50 PPM TUNE
fodified:subtracted

m/z abund,
422 .10 1795
423.05 12618
424,10 2769
424,95 299
425.65 105
426.40 49
426 .70 113
426 .90 80
427 .60 66
428.30 143
429,10 100

ARDL Inc

mn/z

280,
281,
281,
282.
283,
284,
285,
285.
286.
286,
. 287.
zverage of 12.448 to 12,454 min.:

n/z

319.
320.
320.
321.
322,
323,
324,
325.
325.
326,
326,
zswverage of 12,448 to 12,454 min.:

m/z

369,
371,
372.
373.
373.
374,
376,
383,
384,
385,
388,
\werage of 12.448 to 12.454 min.:

mn/z

429,
430,
430,
430.
431.
431.
432.
432,
433,
433,
433,

abund. n/z
110 288,00
66 288.50
106 288.90
153 289,00
617 289,70
439 290.15
983 290,50
41 290.70
165 291,00
35 291.95
49 293.00
E0308401.D
abund, n/z
49 328.05
133 329,05
108 330,00
521 332.05
137 333.05
6173 334.05
1040 335.05
43 335,90
33 339.00
68 340.95
1074 342,00
E0308401.D
abund. m/z
160 389,00
625 390.00
3488 391.05
768 391.90
45 392.80
109 396,60
29 398,00
884 401,05
370 402,05
87 403,05
28 404 .00
E0308401.D
abund. m/z
84 434.70
69 435,05
64 435,85
58 436,40
56 437,05
46 437,30
126 437,70
36 438,00
69 438,35
161 439,00
138 441.10

Report Number 6615 - Sea Cucumber - Semivolatile 8270C

mn/z

294,
296,
297.
298,
300,
301,
302,
303,
304.
305,
307.

mn/z

343,
344,
346,
346,
348,
349.
350.
352,
353,
354,
355.

n/z

404,
405,
409,
411,
412,
415,
416.
417.
418,
418,
421.

m/z

442,
443,
444,
445,
458,

abund.
441
15617
2407
120
223

365
2313
504
112
30

abund.
260928
50682
4863

60

Page 104 of 164



Data Path

Data File : E0308401.D
Acgqg On 8 Mar 2014
Operator : PEK

Sample 50 PPM TUNE
Misc AG-5 8270

ALS Vial : 1
Quant Time: Mar
Quant Method
Quant Title
QLast Update
Response via

Quantitation Report

C:I\MSDCHEMN\INDATAN030814N

9:25

08 09:44:02 2014
C\MSDCHEMN1INMETHODSN\8 27 0TUNPULSE | M
8270 TUNE METHOD
Wed Aug 28 11:55:28 2013
Initial Calibration

Sample Multiplier: 1

Abundance "~ lon 266.00 (265.70 to 266.70): E0308401.D
‘ lon 264.00 (263.70 to 264.70): E6308401.D
" 200000 lon 268.00 (267.70 to 268.70): E0308401.D
150000 12.diling = 1.18
l
100000 l
|
50000 -
H
D|llxl||'1'|""I'||l'||ll\'|'l|'|||4'||l*‘%||||||1||||1|||||o|1||1‘|||l‘
Time—> 1120 1140 1160 1180 1200 1220 1240 1260 1280 1300 1320 1340 |
Abundance
. 140000 246
I 120000
100000
60000 165
60000
95
130 202
» 40000 210
g 50
I
I BRI TN ey e
1] |z|vrjwl,r'lnlll”l J” | ‘ ‘] T ‘ ” " ””” J’ 1’ lllglgjl‘]|4|gu1l?'8u|“ ?2»1(?|g|||| 194 ’209218223 1 ‘”IJ |2|4|41[l|215|?|| ‘1'31?‘11?IB|1|HZIQI1II|]'
mfe—> W 40 B0 60 70 B0 90 100 110 120 130 140 150 180 170 180 180 200 210 220 230 240 250 260 270 260 290

(1} Pentachlorophenol (TMC)
: 12.187min (-0.063) 14.93ug/L
response 159162

lon Exp% Act%

266,00 100 100

264.00  63.80 6030

2658.00 B3.80 56.71

.00 0.0 000

82X QBUNEVLSE . M Sat Mar 08 09:44:g83,:6Q0fhber 6615 - Sea Cucumber - Semivolatile 8270C

TIC: E0308401.D
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Data Path

Data File

Acqg On
Operator

Sample

Misc

ALS Vial

Quant

Quant Method
Quant Title
QLast Update
Regponse via

Time:

. PEK

Quantitation Report (Qedit)

C:\MSDCHEMNINDATANO3081 4N
E0308401.D

8 Mar 2014 9:25

50 PPM TUNE

AG-5 8270

1 Sample Multiplier: 1

Mar 08 09:44:02 2014
8270 TUNE METHOD

Initial Calibration

Wed Aug 28 11:55:28 2013

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

Abundance " lon 184.20 (183.90 to 184.90); E0308401.D
lon 82.10 (91.80 to 92.80): E0308401.D
lon 156.10 (155.80 to 156.80): E0308401.D
1500000
13.5B84ling = 0.80
1000000
500000 |
U)[V‘III'III)'#II! lllll | I R B | I'Il'blIl'lllllllll"ll"l' RS T S A | IIT_'I]'IIIIII
Time—> 1240 1260 1280 1300 1320 13.40 13,60 13.80 14.00 14.20 14.40 14,60
Abundance
184
1000000
!
800000 ‘
600000
400060
200000
o5 77 . 17130, 1%
S AN B 0 v &[1ﬁ8 il 196208 pz2 254 267 261 I A 4
; |YYI|I)II|IIIb§II|iIIIlIllllI!II Irllllllllll)||l¥|ll|l|Illl|lll|bl||||lIltlllllllll'llll}ll]l)l
mjz—> 40 60 80 100 120 140 160 180 200 220 240 260 260 300 320 340 360 380 400 420 440 460 480

{3) Benzidine (T)

13.533min (-0.067) 33.72ug/L

response 1738397

lon
164.20
92.10
156.10

0.80

Exp% Act%

1o 100
1370 9.9%
860 752

0.00 000

TIC; E0308401.D

8ARBTYNPULSE .M Sat Mar 08 09:44R38:2ndoer 6615 - Sea Cucumber - Semivolatile 8270C

Page; 1
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Data Path

Quantitation Report (Qedit)

C:\MSDCHEM\1\DATAN030814\
Data File : E0308401.,D
Acg On 8 Mar 2014 9:25
Operator PEK
Sample 50 PPM TUNE
Misc » AG-5 8270
ALS vial 1 1 Sample Multiplier: 1
Quant Time: Mar 08 09:44:02 2014
Quant Method : C:\MSDCHEM\1\METHODS\8270TUNPULSE.M
Quant Title 8270 TUNE METHOD
QLast Update Wed Aug 28 11:55:28 2013
Response via Initial Calibration
Abundance o lon 235.00 (234.70 to 236.70); E0308401.D
é lan 237.00 (236.70 to 237.70); E0308401.D
700000 lon 165.10 (164.80 to 165.80): E0308401.D
600000
500000 !
- 400000 !
300000 |
200000 l
|
100000 Degradation = 2.24%
OJ | oo I'“[ ) [} l' [ | I | 1 .Ilzllh‘]l T T T T T [ l"I .l 1 1 1 I ] ] I ) 1 t 1 I 1 1 1 ] i t 1 1 1 1
Time—> 1340 1380 13.80 1400  14.20 14.40 14.60 1480 1500 15.20 15.40 15.60 15.80
Abundance
! 235
| 400000
i 300000 165
200000
© 100000 199
| - 176 212
% 88 a9 123 248
; oL 50 63 11 150 186 [ 2oz [l [L 256288 284 319 354 401
- llllllllIllllllll('lllrlllll]llllll}llll'lllllll‘r
mfz—> 40 B0 80 100 120 140 180 180 200 220 240 260 280 300 320 340 360 380 400
E TIC: E0308401 D
: (4 DDT
14.526min (-0.094) 27.36ug/l
; response 710184
lon Exp% Act%
§ 23500 100 100
? 237.00 6480 6585
‘ 16510  59.00 5948
0.00 000 000
8ZZQEP§£ULSE.M Sat Mar 08 09:45:Q&m%%%%baﬁam—SeaCmmmba—SemNmameSch ﬁﬂﬁ?b7&164



Quantitation Report

Data Path : C:\MSDCHEMN1NDATANO030814\
Data File : E0308402.D

Acqg On © 8 Mar 2014 9:58
Operator : PEK

Sample . : 30 PPM ICv l6300 PEK
Misc ! AG-5 8270 Ailof yeiH
ALS vial 2 Sample Multiplier: 1

Quant Time: Mar 08 10:32:33 2014

Quant Method : C:\MSDCHEM\NINCALFILES\8270CALS\E8270321HW.M

Quant Title : 8270 BNA Calibration

{Not Reviewed)

QLast Update : Sat Mar 08 08:58:38 2014
Response via : Initial Calibration
Internal Standards R.T. QIon
1) 1,4-Dichlorobenzene-d4 7.40 152
2) Naphthalene-d8 9.37 136
4) Acenaphthene-dl0 12.29 164
8) Phenanthrene-dlo0 14.86 188
10) Chrysene-dl2 20.49 240
15) Perylene-dil2 25,43 264
System Monitoring Compounds
3) Nitrobenzene-d5 8.24 82
Spiked Amount - 50.000
5) 2-Fluorobiphenyl 11.14 172
Spiked Amount 50,000
12) Terphenyl-dl4 17.67 244
Spiked Amount 50.000
Target Compounds
6) Dimethylphthalate 11.82 163
7) Diethylphthalate 13,03 149
9) Di-n-butylphthalate 15.88 149
11) Pyrense 17.39 202
13) bis(2-Ethylhexyl)phthalate 20.69 149
14) Di-n-octylphthalate 23.51 149

3330276
12817581
7199658
11547852
14067764
14220031

3818982
Recovery

7836277
Recovery

8388324
Recovery

7791961
7561776
12758159
12476579
9579502
16352337

35,
35.

35,

ug-/L -0,05
ug/L -0.,05
ug/L -0.05
ug/L -0.,05
ug/L -0.09
ug/L -0.06
ug/L -0.04
70,78%
ug-/L -0,05
70,02%
ug/L -0.,06
70.90%
Ovalue
ug/L 99
ug-/L 100
ug/L 95
ug/L 81
ugsL 99
ug.L 100

I82XRBRKEW M Sat Mar 08 10:32:34 @83bft Number 6615 - Sea Cucumber - Semivolatile 8270C

Pagfe 108 of 164



4

:ebeg

FI0Z 9€:2€:0T 80 JIBW 1BS W MHIZE0LZ

00'LE 00°0€ 00'6¢ 00'8C 00°2Z 00'92 00°SZ 00°¥C 00°€Z 00°2Z 00'Lz 00°0Z 00'6L 008l 00°LL 00°9L 00'GL 00'%L 00EL G602l GO i 0001 oom oow 00°L 009 006 00%

_..__________A_________;__4_____;___;_r:___.;_.___:__T_:____._

PRSI N AT ST SRS IO WA I N NS IR WA AT I I I

=

.

1'21p-ausjfiag

B

:

OL'aeleyydifoo-u-1a

v

&

LejejeyydiiAxeuiiyg-zlsiq

1'z4p-aussAi)

T LR T

S'Gp-aUsZUBqOIIN

1'eeleyydiiyiewa

L'sleeyydiiniela

S'vip-iAusydis L

Wi'suaihd
1'sjeeyiydiAing-u-a

s
ey

'pp-auszUBqOIORIG-Y'

|0} p-suaiyiueyel
I'0tp-ausyydeussy
gAusydigolon|4-g
1'gp-susjetiyden

0'¢0FB80E05 DLL

0

00000¢

00000

000009

000008

0000001

0000021

00000¥}

0000091

0000081

000000

00000cc

000002

0000092
aouBpUNgY

UOTIRICITRD [BTATUI @ BTA osuodssay
PT0Z 8£:85:80 80 IRW 1eS @ ejepdn 3se1d

UOT3BIQTIED ¥Nd 04278 @ ©T31TI juend

W MHTZE0LZ8ANSTYOI0LZS\SHIIITYONIWAHIASHN:D @ PoyieW uend
¥T0Z €£:Z€:0T 80 I} :8WTL 3UEN{

T rxstrdrarnn erdues Z ¢ TRIA STI¥

0428 G-ov DSTH

ADT Wdd og- ¢ a7dues

MAg ¢ xoarxsdp

85:6 PL0Z JIBW 8 ug bovy

<=8illi|

Page 109 off§64

Report Number 6615 - Sea Cucumber - Semivolatile 8270C

o
<

d°Z0P80E0T @ STTL B1BQ
NP TE0EONYIVANT\HAHDASHN (D @ Y3ed =aeag

(pamsIasyg 10N) 1z0dey uoTaeaTaIURTS




Continuing Calibration Report AGS5

Method Path : C:\MSDCHEM\INCALFILES\8270CALS\

Method File : E8270321HwW.M
Title 1 8270 BNA Calibration

Last Update : Sat Mar 08 10:32:57 2014

Response Via @ Initial Calibration

CC Data File: E0308402.D

Area
Area

AvgRF

50%
200%

Area%

Min. RRF : 0.000 Min. Rel.
Max. RRF Dev : 20% Max. Rel.
Compound

11 1,4-Dichlorcobenzene-d4
21 Naphthalene-d8

3 S Nitrobenzene-d5

4 1 Acenaphthens-d10

58 2-Fluorobiphenyl

6 T Dimethylphthalate

7 T Diethylphthalate

8 I Phenanthrene-dl0

9T Di-n-butylphthalate
10 I Chrysene-dl2

11 T™ Pyrene

12 S Terphenyl-dl4

13 T bis(2-Ethylhexyl)phthalate
14 TC Di-n-octylphthalate

15 T Perylene-dl2

[ ol
[#5]
w
~3

.000
243
. 607
618

e

.000
582

R

.000

= OO
o
~
w

.658

R

=

OO

100

105
100
128

96

104

CCRF %Dev
000 0.0
000 0.0
397 -18.0
,000 0.0
. 451 -16.7
, 443 10.2
.400 13.4
. 000 0.0
. 473 6.9
.000 0.0
183 9.8
795 -18.2
.908 8.3
. 550 6.5
000 0.0

0 CCC's out

:82Z£BEHEW'M sat Mar 08 10:32:59 %g&ﬁtNumbeH%lS—SeaCmmmba—SemwmameSch
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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.: 006615 SAS No.: SDG No.: ——-
Lab File ID: E0327402 DFTPP Injection Date: 03/27/14
Instrument ID: AGS DEFTPP Injection Time: 12:49
m/e| ION ABUNDANCE CRITERIA BTABRUEI\ILDAATNICZEE
511 30 - 80% of mass 198 38.0
68| Less than 2.0% of mass 69 0.0 (1)
69| (reference only) 35.3
70| Less than 2.0% of mass 69 0.6 (1)
127 25 - 75% of mass 198 50.4
197| Less than 1% of mass 198 0.0
198| Base Peak, 100% relative abundance 100.
1991 5 - 9% of mass 198 6.5
2751 10 - 30% of mass 198 23.2
365] Greater than 1% of mass 198 2.8
4411 0 - 100% of mass 443 94.1
4421 40 - 110% of mass 198 74.5
443 15 - 24% of mass 442 19.7 (2)

QO 1oy Ul WIN

Re}

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

(1)-Value is %

THIS TUNE APPLIES TO THE FOLLOWING SAMPLES, MS,

mass 69

(2)-Value 1

s % mass 442

MSD, BLANKS, AND STANDARDS:

EPA SAMPLE NO. LAB LAB DATE TIME
SAMPLE ID FILE ID ANALYZED ANALYZED
BNA STD 030 PPM STD E0327403 03/27/14 13:15
BLANK B10174 006615-05B1 E0327404 03/27/14 14:05
SPBK B10174 006615-05K1 E0327405 03/27/14 14:47
MAK111C 006615-01 E0327406 03/27/14 15:30
MAK113C 006615-02 E0327407 03/27/14 16:12
MAK114C 006615-03 £E0327408 03/27/14 16:57
MAK115C 006615-04 E0327409 03/27/14 17:40
MAK116C 006615-05 E0327410 03/27/14 18:24
MAK116CMS 006615-05MS E0327411 03/27/14 19:08
MAK116CMSD 006615-05MD E0327412 03/27/14 19:53
MAK117C 006615-06 E0327413 03/27/14 20:37
MAK118C 006615-07 E0327414 03/27/14 21:21
MAK120C 006615-08 E0327415 03/27/14 22:04
FORM V SV 3/90

page 1 of 1
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Data File : E0327402.D
Acq On + 27 Mar 201
Operator : PEK

DFTPP

Data Path @ C:\MSDCHEM\INDATANO32714\

4 1249

Sample . 50 PPM TUNE 16355

Misc : AG-5 8270

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

Method ¢ C\MSDCHEMN1INMETHODSN\8 27 0TUNPULSE .M
Title » 8270 TUNE METHOD

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

Abundance TIC: E0327402.D
.. 2500000
2000000
1500000
1000000
500000
D ‘ T T T il ,' T T T ¥ , T T T T T lLri T T T , T il T T J ¥ T ] T T T
Tnne—> 1050 1400 1160 1200 12,50 13.00 13,50 14.00
Abundance Average of 12.446 to 12.451 min.: E0327402.D ()
158
200000
E 442
| 150000
i 255 |
: 27 127 |
100000 51 |
e 275
50000
188 224
93 167 l 296
7 0 T I??I I{I I' 'I T |’ u" 'I I')'[ﬁ{ ‘II Ll l[' I !‘II ‘I II.E??‘, |'I|{ T |I h |"I ;I !ll T I.!l-llI [IIIII T l I L !|| I'i Ill!" TTT ! I I3IUI9I3!2I3| I??q????lﬁlsl I3;8\31 T l4|UI30 ¥ Id:%l:al TT ] T I??IUI T
rjz—> 40 BU 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460
AutoFind: Scangs 1185, 1186, 1187: Background Corrected with Scan 1176
| Target | Rel. to | Lower | Upper | Rel. | Raw | Result |
| Mass | Mass | Limit% | Limit% | Abn% | Abn | Pass/Fail |
| 51 | 198 | 30| 80 | 38.0 | 86954 |  PASS |
| 68 | 69 | 0.00 | 2 | 6.0 | 0 | PASS |
| 69 | 198 | 0,01 | 100 | 35.3 | 80692 |  PASS {
|70 | 69 | 0.00 | 2 | 0.6 | 484 |  PASS |
| 127 | 198 | 25 | 75 | 50.4 | 115189 | PASS |
| 197 | 198 | 0.00 | 1 | 0.0 | 0 | PASS |
| 198 | 198 | 100 | 100 | 100.0 | 228629 | PASS [
| 199 | 198 | 5 | 9 | 6.5 | 14844 |  PASS |
| 275 | 198 | 10 | 30 | 23.2 | 53138 |  PASS |
| 365 | 198 | 0.75 | 100 | 2.8 | 6290 |  PASS [
| 441 | 443 | 0.01 | 100 | 94.1 | 31656 |  PASS 1
| 442 | 198 | 40 | 110 | 74.5 | 170386 | PASS |
| 443 | 442 | 15 | 24 | 19.7 | 33640 |  PASS |

8270TUNPULSE .M Thu Mar 27 13:06:58 2014

ARDL Inc
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Average of 12.446 to 12.451 min.: E0327402.D
50 PPM TUNE 16355
Modified:subtracted

m/z abund. m/z abund. m/z abund. m/z abund.
37.05 612 50.20 23781 59.00 69 71.40 48
38,10 1133 51,20 86954 60.05 104 72.20 55
39.20 6282 52,15 4534 61,10 1070 73.05 675
40,05 284 53.00 243 62.10 1238 74.15 9124
43,30 92 54,00 30 63.10 3554 75,10 14223
44,05 335 54,20 31 64.10 524 77.15 106488
45,10 186 55.056 369 65.15 1736 78.20 7724
47 .00 183 56,05 2387 65.90 60 79.05 5950
47.20 97 57,05 5877 66,10 132 80.10 4775
48.10 30 57.90 75 69.10 80692 81.10 6115
49,10 174 58,05 173 70.10 484 82.10 1868

average of 12.446 to 12,451 min.: E0327402.D
50 PPM TUNE 16355
Modified:subtracted

n/z abund. m/z abund . n/z abund, m/z abund,
83.10 1639 94,10 1019 107,05 33280 116.20 724
84.00 98 95,10 71 108.05 5148 117.10 27424
85.10 1438 96.00 429 110.10 57808 118.05 2035
86,10 2335 98.10 8171 111,05 8676 1192.00 181
87.00 652 99,10 6528 112.05 1216 120.10 419
88.00 406 100.10 ) 706 113.00 134 121.00 28
88.80 68 101,09 391% 113.20 210 122.10 1807
90.15 107 102.00 124 114.00 50 123.056 3305
91.05 1496 103.10 1558 114,25 89 124.05 1449
92.15 1661 104.10 2931 114,85 241 125.10 1594
33.05 10403 105.05 2376 115.30 127 127.10 115189

Average of 12.446 to 12,451 min.: E0327402.D
50 PPM TUNE 16355
dodified:subtracted

m/z abund. m/z abund. m/z abund. n/z abund.
128.10 9082 138,20 117 149,10 1587 158.05 1022
129,06 42999 139.10 234 150,05 482 159.05 583
130.05 3313 140,10 763 151.15 954 160.10 1594
131.00 896 141,05 5517 151,50 241 161.10 3457
132.05 716 142.10 1772 151.70 209 162.05 892
132.95 135 143,05 1079 151.95 394 163.10 360
134.05 1277 144.00 471 153.05 2073 164.00 234
135,10 3778 145,05 372 154.05 1494 165,05 2493
136,05 1417 146,00 1219 155.10 3124 166.15 1353
137.10 2194 147 .05 3105 156.10 4776 167 .10 12666
138.00 186 148,10 6652 157,15 929 168.10 5605

szverage of 12.446 to 12.451 min,: E0327402.D
50 PPM TUNE 16355
jodified:subtracted

m/z abund, m/z abund. m/z abund. - m/z abund.
169.05 858 180.10 5810 190.05 454 202.20 220
170.05 285 181.10 3139 191.10 997 203.05 2007
171.05 514 182.10 446 192.05 3007 204.10 9177
172.00 1199 182.90 129 193.05 3361 205.10 14784
173.05 1468 183.15 212 194.10 1002 206.10 61170
174.10 2290 184.05 820 195,10 325 207.05 7306
175.10 4804 185.05 4896 196.10 7883 208.10 2033
176.00 1189 186.10 31138 198.05 228629 209,05 595
177.05 2133 187.10 9461 199.00 14844 210.00 340
178.05 661 188,05 949 200,05 1423 210.156 895
179.10 8412 189.10 1802 201.55 1264 211,190 2425

sverage of 12.446 to 12.451 min.: E0327402.D
50 PPM TUNE 16355
fodified:subtracted

Wz abund, n/z abund. n/z abund. m/z abund.,
211.90 249 21%8.20 179 231.90 241 241.05 886
212.30 44 221.10 9811 232.20 85 242,10 1591
212.70 44 222,00 823 233.00 390 243,15 1284
213,15 162 223.10 4253 234,00 832 244,05 23946
213.80 92 224,10 33064 235.00 1016 245,10 3623
214,30 41 225,10 8345 236.05 755 246,05 4089
215,05 835 227.10 12587 237.05 1065 247.056 943
216.10 1008 228,05 2063 237.95 79 248,00 239
217.05 14441 229,05 2747 239.00 147 249,00 921
218.05 2019 229,85 188 239,20 325 249,95 220
218.95 219 231,05 1163 240,00 310 250,20 68

werage of 12.446 to 12.451 min.: E0327402.D
y0 PPM TUNE 16355

ARDL Inc Report Number 6615 - Sea Cucumber - Semivolatile 8270C Page 113 of 164



Modified:subtracted

n/% abund.
250.85 376
252.05 238
253.10 1033
256,05 122656
256 .05 17557
257 .05 1560
258,05 6609
259.00 1118
260,05 147
261,00 191
261.90 50

m/z

262,
263.
265,
265,
267,
268,
268,
269,
269,
270.
271,

abund.
47
465
30568
524
210
111
84
45
214
74
975

m/z
272.05
273.05
274.10
275.10
276.10
277.05
277.95
278,90
279.20
281,05
282,10

Average of 12,446 to 12,451 min.: E0327402.D

50 PPM TUNE 16355
vdodified:subtracted

m/z abund,
293.00 1033
293.95 227
294,90 104
296.05 12976
297.05 2022
297,95 152
299,05 113
300.95 148
302.15 370
303,05 1916
304,10 559

50 PPM TUNE 16355
dodified:subtracted

m/z abund.
334.95 958
336,10 53
338.60 60
338.95 82
339.30 49
340.00 94
341.05 429
341.85 151
342.10 26
343,40 33
346,00 856

50 PPM TUNE 16355
jodified:subtracted

m/z abund.
391.00 188
392.00 211
395.10 44
400.95 156
402,00 938
403.05 1189
404,05 630
404,85 80
407.80 45
408,30 30
409,30 63

30 PPM TUNE 16355
fodified:subtracted

m/z abund.
435,490 35
435,70 37
436,35 116
436,80 26
437.85 278
439,10 187
441.10 31656
442,05 170386
443,05 33640
444,05 3036
445,05 212

ARDL Inc

mn/z

305,
307.
308.
308.
310.
310,
310.
311,
311,
312,
312.
ywverage of 12.446 to 12,451 min.:

m/z

346.
348,
350,
351.
352.
353,
354,
355.
356,
359.
. 359,
\wwerage of 12.446 to 12.451 min.:

90
90
10
10
00
05
05

m/z

410.
410.
413.
414.
415,
415,
417.
417,
418,
419,
421.
\verage of 12.446 to 12.451 min.:

mn/z

457,
458,
460,

90
20
30

abund. m/z
63 314.00
30 315,00

288 316.05
88 317.00
72 318.0C6
58 319.00
32 320,20
39 321.05
28 322.10
78 323.10

139 324.00

E0327402.D

abund, m/z

189 360.10
29 360.40
35 360,80

127 361.50

1345 361.95
896 362,40
1539 365.00

440 365,95
88 369.90
98 371.05
27 372.10

E0327402.D

abund. m/z
27 422,05
27 423.05
486 424 .05
34 425,00

143 425,20
62 426,00
31 426,60
33 426,80
30 427.00
39 427 .70

1550 428.65
E0327402.D

abund. m/z
50
41
53

Report Number 6615 - Sea Cucumber - Semivolatile 8270C

abund.
627
3988
9791
53138
7117
4176
761

183

234
83

abund.

n/z
282,90
283.05
284,00
284.20
285.00
285,90
288.00
288.90
290.05
291,00
292,05

n/z
325.80
326.10
327,00
328,00
328,90
329.35
330.20
332.05
333.00
333.20
334,05

n/z
372.90
373.15
374.00
377.00
379.90
382.95
384.00
388.80
389.10
330.00
3%90.70

m/z
429,30
429.70
430.45
430.70
431.90
432.30
432.70
433.10
434.00
434.50
434.90

m/z

abund.
139
323

273
934
125

129
226
378
234

abund.
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Quantitation Report (Qedit)

Data Path : C:\MSDCHEMNINDATANO32714N\
Data File : E0327402.D

Acqg On v 27 Mar 2014 12:49
Operator : PEK

Sample : 50 PPM TUNE 16355
Misc . AG-5 8270

ALS Vial 1 Sample Multiplier: 1

Quant Time: Mar 27 13:07:51 2014

Quant Method : C:\MSDCHEM\1\METHODS\827(0TUNFULSE .M
Quant Title : 8270 TUNE METHOD

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

Rosponse via : Initial Calibration

Abundance o " lon 266.00(765.70 to 266.70). E0327402D0
160000 Jon 264.00 (263.70 to 264.70); E0327402.D
: lon 268.00 (267.70 to 266.70): E0327402.D

140000
120000
12.Tgiling = 1.13
100000
80000
60000

40000

20000

0||’ll‘|||l|||’1||||'|l‘llll‘u|‘|||l|ll]ﬁr|1lﬁx»lilr Fllli]lfl]l:

Time-> 1120 1140 1160 11,80 1200 1220 1240 1260 _ 1280 1300 1320 _ 13.40

Abundance

266
100000

80000
165

60000

95

40000 202

230
20000

216 251 il 284 342 382 454 483

LI L I L A L A L L B L AR NI N “"[""l""[""f

miz—> 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480

TIC: E0327402.0

(1) Pentachlorophenol (TMC)

12.190min (-0.060) 11.05ug/L

response 117752

lon Exp% Act%

266.00 100 100 .
264.00 63.80 59.63

268.00 63.80 57.90

0.00 0.00 0.00

8270TUNPULSE.M Thu Mar 27 13:08:05 2014 Page: 1
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Quantitation Report (Qedit)
Data Path : C:\MSDCHEMN\INDATANO32714\
Data File : E0327402.D

Acg On ;27 Mar 2014 12:49
Operator ' PEK

Sample . 50 PPM TUNE 16355
Misc ¢ AG-5 8270

ALS vial 1 Sample Multiplier: 1

Quant Time: Mar 27 13:07:51 2014

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

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

Response via : Initial Calibration

Abundance 7 lon18420(183.9010 18480): E0327402.0
1400000 lon 92.10 (31.80 to 92.80); E0327402.0
lon 156.10 (155.80 to 156.80): E0327402.D
1200000
1000000 13.83ling = 1.09
800000
600000
400000
200000

0 i 0 1 1 ] ] 1 t 1 1 1 il 1 1 H 1 1 l I 1 1 1 | 1 ] | l| ’ ¥ T T T r T T T l" 1 ! b I I 1l
Time-> 1240 1260 1280 _13.00 1320 1340  13.60 13.80 1460 14.80
Abundance
184
800000
600000
400000
200000
92
156
77 147130 .
: ol 39 6 43 169 . 207 221 241 266 281 305 326 348 493
" I‘ll‘lil)(llll llhllilllllllilIlIll|YYl||llIY1l|!II1I{lbllllllll!lIllll:
miz-> 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500
: TIC: E0327402.D
(3) Benzidine (T)
13.533min (-0.067) 24.25ug/L
response 1250408
lon Exp% Act%
184.20 100 100
92.10 13.70 10.18#
156.10 8.60 7.66
0.00 0.00 0.00
8270TUNPULSE.M Thu Mar 27 13:08:18 2014 Page: 1
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Quantitation Report (Qedit)

+ 1

Data Path C:\MSDCHEMN\1INDATANO32714N
Data File : E0327402.D

Acg On 27 Mar 2014 12:49
Operator PEK

Sample 50 PPM TUNE 16355

Misc AG-5 8270

ALS Vial 1 Sample Multiplier: 1

Quant Time: Mar 27 13:07:51 2014
Quant Method
Quant Title

QLast Update

Response via

8270 TUNE METHOD

Initial Calibration

Wed Aug 28 11:55:28 2013

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

Abundance ’

500000
400000
300000
200000

100000

L4

Degradation = 0.88%

lon 235.00 (234.70 to 236.70): E0327402.D
lon 237.00 (236,70 to 237.70): E0327402.D
Jon 165,10 (164.80 to 165.80): E0327402.D

I
|

0

R R |

1400

L

340 1360

"I"II’I

Time--> _ 1380 . 14.20

1
Abundancé

350000
300000
250000
165
200000
150000

100000

75

50000
88 105 123136

50

36 150

186

o

miz--> 60 80 100 120 140 160

(4) DDT
14.526min (-0.094) 19.93ug/L

response 517418

lon Exp% Act%
235.00 100 100
237.00 64.80 64.08
165.10  59.00 63.31

0.00 0.00 0.00

8%\78TUNPULSE .M Thu Mar 27 13:08:35 2014
Inc

198

LI B B B I S

1440

212

Report Number 6615 - Sea Cucumber - Semivolatile 8270C

Vo et

1500 B

[ A

15.80

oF T

.14.80

9|lll||\"|’|

14.60 1820 15.40  15.60

f 267 282 595 319 354

lrl—r||||||:||| LA I L B L L B

387 407 429 479

LR I LI L I L L L LB B L

180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480
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Quantitation Report (Not Reviewed)

Data+Path @ C:\MSDCHEMNINDATAN032714\

Data File : E0327403.D

Acg On ¢ 27 Mar 2014 13:15
Operator : PEK

Sample : 30 PPM STD 16356

Misc ¢ AG-5 8270

ALS vial . 2 Sample Multiplier: 1

Quant Time: Mar 27 13:49:27 2014

Quant Method : C;\MSDCHEM\1\CALFILES\8270CALS\E8270321HW.M
Quant Title : 8270 BNA Calibration

QLast Update : Sat Mar 08 08:58:38 2014

Response via : Initial Calibration

Internal Standards

1) 1,4-Dichlorobenzene-d4
2) Naphthalene-d8
4) Acenaphthene-dlo0
8) Phenanthrene-dlo0
10) Chrysene-dl2
15) Perylene-dl2
System Monitoring Compounds
3) Nitrobenzene-d5

7.40 152 3239046 40,00 ugsL -0.05
9.37 136 12589835 40.00 ug/L -0.05
12.29 164 6895263 40,00 ug/L -0.05
14.86 188 10960907 40.00 ug/L -0.05
20.506 240 13386704 40.00 ug/L -0.09
25.44 264 14212784 40.00 ugsL -0.05

8.24 82 3409166 32,17 ug/L -0.05

Spiked Amount 50.000 Recovery = 64.34%
5) 2-Fluorobiphenyl 11.14 172 6566062 30.63 ug/L -0.05
Spiked Amount 50.000 Recovery = 61.26%
12) Terphenyl-dl4 17.67 244 6914138 30.71 ugs/L -0.06
Spiked Amount 50.000 Recovery = 61,42%
Target Compounds Qvalue
6) Dimethylphthalate 11.82 163 702%862 25.38 ug/L 99
7) Diethylphthalate 13.03 149 6886357 24.70 ugsL 99
9) Di-n-butylphthalate 15.88 149 11696854 26,98 ug/L 95
11) Pyrens 17.39 202 11423965 26.04 ugsL 82
13) bis(2-Ethylhexyl)phthalate 20.69 149 8962725 27 .05 ugrsL 99
14} Di-n-octylphthalate 23.50 149 15853231 28.57 ug/L 100

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

i8270321HW.M Thu Mar 27 13:49:28
ARDL Inc

2014
Report Number 6615 - Sea Cucumber - Semivolatile 8270C
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Continuing Calibration

Method Path : C:\MSDCHEMN\1I\CALFILES\8270CALS\
Method File : E8270321Hw.M

Title : 8270 BNA Calibration

Last Update : Thu Mar 27 13:49:53 2014
Response Via : Initial Calibration

CC Data File: E(0327403.D

O =

N e

[ =

OO

Report AGS

Area%

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
I Naphthalene-d8 1.000
35S Nitrobenzene-d5 0.337
4 I Acenaphthene-dl0 1.000
5 8 2-Fluorobiphenyl 1.243
6T Dimethylphthalate 1.607
7T Diethylphthalate 1.618
8 I Phenanthrene-dl0 1.000
9T Di-n-butylphthalate 1.582
10 I Chrysene-dl2 1.000
11 T™ Pyrene 1.311
12 8 Terphenyl-dl4 0.673
13 T bis(2-Ethylhexyl)phthalate 0.990
14 TC Di-n-octylphthalate 1.658
15 I Perylene-dl12 1.000
(#) = Out of Range SPCC's out

i8270321HW.M Thu Mar 27 13:49:57 2014

CCRF %Dev
000 0.0
000 0.0
361 -7.2
.000 0.0
. 270 -2.1
. 359 15.4
. 332 17.7
,000 0.0
. 423 10.1
. 000 0.0
138 13.2
689 -2.4
. 893 9.8
.579 4.8
000 0.0
0 CCC's out

ARDL Inc Report Number 6615 - Sea Cucumber - Semivolatile 8270C
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roueer 21 1[04 3370

Notebook No. 339 7

Continued from Page _

—— . Injection Log
. Directory:  C:\MSDCHEM\1\DATA\030714
| Line Vial FileName  Multiplier SampleName Misc Info
(PSR q\

—— 1 1 E0307401d 1. 50 PP TUNE 16280y Tedlivg ¢ e iG-S 8270

2 1  E0307402d 1. 50 PPM TUNE 1628950kt Liwst © A6 5 8270

3 1 [EO0307403d . 50 PPM TUNE 16289 Pasg AG-5 8270

4 2 E0307404d 1. BLK 16293 Pasg Yol ¥ Cevoe AG-5 8270

5 3 [E0307405d 1. 5 PPM STD 16294 opel0s  AG-5 8270

6 4 EO0307406.d 1. 10 PPM STD 16295 , G-5 8270

7 5 [E0307407.d 1. 20 PPM STD 16296 EW"’W““"QG 58270

8 6 [EO0307408d . 30 PPM STD 16297 | AG-5 8270

9 7 EO0307409d 1. 40 PPM STD 16298 | AG-5 8270

10 8 [E0307410.d 1. 60 PPM STD 16299 Pecc, AG-5 8270

/\_ — ‘;\'l -~
- T2 Bed e
/ 1Y [/ wJ [ v
\ ¥ I { l
//
/
/
A
un
/
~7
Continued on Page
@ % Read and Understood By
Vb A 2060 T / /
| | ) ' 3/l /]
Signed : Date Zined Date

ARDL Inc

Report Number 6615 - Sea Cucumber - Semivolatile 8270C
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ngEn:;T g ’ 8/9@ I

€ 10

h ™y ”
Notebook No. 3 3;%3;’_

Continued from Page

Injection Log

Directory:  CA\MSDCHEM\1\DATA\030814

— Line Vial FileName ~ Multiplier SampleName Misc Info
1 1 E0308401.d 1. 50 PPM TUNE 16289 (heo AG-5 8270
— 2 2 E0308402.d 1. 30 PPM ICV 16300 Pes¢ AG-5 8270

3 3 E0308403d 1. 006611-04B1 Petg B10161 AG-5 8270
4 4 EO0308404d 1. 006611-04K1 B10161 AG-5 8270
5 5 E0308405d 1. 006611-01 B10161 AG-5 8270

6 6 EO0308406.d 1. 006611-02 B10161 AG-5 8270
7 7 E0308407d 1. 006611-03 B10161 AG-5 8270
.- 8 8 E0308408.d 1. 006611-04 B10161 AG-5 8270

9 9 EO0308409d 1. 006611-04MS B10161 AG=5 8270 L]
— 10 10 EO0308410d 1. 006611-04MD B10161 AG-5 8270
— 11 11 E0308411.d 1. 006611-05 B10161 AG-5 8270
12 12 EO308412d 1. 006611-06 B10161 AG-5 8270

13 13 EO0308413.d 1. 006611-07 B10161 AG-5 8270

14 14 E0308414.d 1. 006611-08 ?qg 4 B10161 AG-5 8270

§ -
QDY LA o iy
= N <P | WY {
/
y
/
/
/
//
’ /

Continued on Page

VEL

2110

3

1

Read and Understood By

G

Signed

Date -

/éigned

ARDL Inc
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1

Notebook No. _3_323_

Continued from Page

;?QOJECT 3} 97/ HO VH 0970 Thesuee

Injection Log
Directory: ~ CAMSDCHEM\1\DATA\032714
Line Vial FileName  Multiplier SampleName Misc Info'h_
_— . AN Chowpd iver
1 1 E0327401d 1. 50 PPM TUNE 16355 1=\t T = 25 ea074
2 1 E0327402d 1. 50 PPM TUNE 16355 Puge AG-5 8270
4 3 2 . /E0327403.d 1. 30 PPM STD 16356 Pccc AG-5 8270
1 4 3 E0327404d 1. 006615-05B1 Pees B10174 AG-5 8270
5 4  E0327405d 1. 006615-05K1 B10174 AG-5 8270
6 5 E0327406.d 1. 006615-01 B10174 AG-5 8270
7 6 EO0327407.d 1. 006615-02 B10174 AG-5 8270
8 7 E0327408.d 1. 006615-03 B10174 AG-5 8270
9 8 E0327409.d 1. 006615-04 B10174 AG-5 8270
10 9 E0327410d 1. 006615-05 B10174 AG-5 8270
11 10 EO0327411.d 1. 006615-056MS B10174 AG-5 8270
12 11 E0327412d 1. 006615-05MD B10174 AG-5 8270
13 12 E0327413d 1. 006615-06 B10174 AG-5 8270
14 13 E0327414d 1. 006615-07 B10174 AG-5 8270
15 14 E0327415d 1. 006615-08  tase B10174 AG-5 8270
‘ S+ i !
/ \- -F_’ \/ 721"3( I‘\,shll:L
TV PP LY 1A
/| !
/|
/ )
rd
//
/
// 21
/ Continued on Page .
(? ) R Read and Understood By ) ) .
| 2]9%]o0m A) 3/t 1y
Signed Date ) igned L Daté

ARDL Inc
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Blank / Field Sample / QC Data

Sample Results

Chromatogram

Quant Report (If applicable)

Confirmation Analysis Quant Report / Chromatogram (If applicable)

Tentatively ldentified Compounds (If required)

Rev. 1.1
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METHOD BLANK REPORT

ARDL, Inc. 400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864
Lab Report No: 006615 Report Date: 03/28/2014

Project Name: MAKAU MILITARY RESER

Analysis: BNA'S

(METHOD 8270)

| l
| Project No.: Analytical Method: 8270C |
| NELAC Certified - IL100308 Prep Method: 3550A |
l I
| Field ID: NA ARDL Lab No.: 006615-05B1
| Desc/Location: NA Lab Filename: E0327404 |
| Sample Date: NA Received Date: NA ]
| Sample Time: NA Prep. Date: 03/25/2014
| Matrix: QC Material Analysis Date: 03/27/2014
| Amount Used: 5 g Instrument ID:  AG5 [
| Final Volume: 1 mL QC Batch: B10174 }
| % Moisture: NA Level: LOW |
| |
| Method Reporting Data |
| Parameter Limit Limit Result  Flag Units |
I l
| Dimethylphthalate 200 1000 ND UG/KG ]
| Diethylphthalate 200 1000 ND UG/KG
| Di-n-butylphthalate 200 1000 ND UG/KG
| Pyrene 200 1000 ND UG/KG |
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG |
| Di-n-octylphthalate 200 1000 ND UG/KG
! |
| SURROGATE RECOVERIES : Limits Results |
|Nitrobenzene-ds 30-130 84%
| 2-Fluorobiphenyl 30-130 96% |
| Terphenyl-d14 30-130 93%

|

Surrogate recoveries marked with '*!

Blank for Run B10174, BNA'S (METHOD 8270)

ARDL Inc

Report Number 6615 - Sea Cucumber - Semivolatile 8270C

indicates they are outside standard limits.

Page 1 of 1
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Quantitation Report

Data Path : C:\MSDCHEMNINDATANO032714\

Data File . E0327404.D

Acg On ¢ 27 Mar 2014 14:05
Operator : PEK

Sanmple : 006615-05B1

Misc » B10174 AG-5 8270

ALS Vial : 3 Sample Multiplier: 1

Quant Time: Mar 27 14:41:52 2014
Quant Method : C:\MSDCHEMN\IN\CALFILES\8270CALS\E8270321HT.M
Quant Title : 8270 BNA Calibration
QLast Update : Sat Mar 08 11:42:09 2014
Response via ! Initial Calibration

Internal Standards

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

4) Acenaphthene-dl0

8) Phenanthrene-dl0

0) Chrysene-dl2

5) Perylene-dl2

System Monitoring Compounds
3} Nitrobenzene-d5
Spiked Amount 5000.000
5) 2-Fluorobiphenyl
Spiked Amount 5000.000
12) Terphenyl-dl4
Spiked Amount 5000.000

Target Compounds

(Not Reviewed)

Conc Units Dev(Min)

7.40 152 3615935 8000.00
9.37 136 13722356 8000.00
12.29 164 7530250 8000.00
14.86 188 12528182 8000.00
20.48 240 14950267 8000.00
25.44 264 14847009 8000.00
8.23 82 2437149 4219.60
Recovery =
11,13 172 5625490 4806.21
Recovery =
17.67 244 5876087 4673.25
Recovery =

(#) = qualifier out of range

E8270321HT.M Thu Mar 27 14:46:05
ARDL Inc

2014

Report Number 6615 - Sea Cucumber - Semivolatile 8270C

(m) = manual integration (+) = signals summed
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ARDL, INC.

400 Aviation Drive;

Mt. Vernon,

Lab Report No: 006615

Report

Date: 03/2

P,O. Box 1566
Illinois 62864

8/2014

Project Name: MAKAU MILITARY RESER

Analys

ig: BNA'S (ME

Project No.: Analytical Method: 8270C

NELAC Certified - IL100308

Prep Method: 3550A

THOD 8270)

| |

i i

| |

| Field ID: NA ARDL Lab No.: 006615-05K1

| Desc/Location: NA Lab Filename: E0327405 |

| Sample Date: NA Received Date:  NA |

| Sample Time: NA Prep. Date: 03/25/2014

| Matrix: QC Material Analysis Date: 03/27/2014

| Amount Used: 5 g Instrument ID:  AGS

| Final Volume: 1 mL QC Batch: B10174 |

| % Moisture: NA Level: LOW |

| |

| Method Reporting Data |

| Parameter Limit Limit Result Flag Units |

| |

| Dimethylphthalate 200 1000 3550 UG/KG

| Diethylphthalate 200 1000 3530 UG/KG

| Di-n-butylphthalate 200 1000 3770 UG/KG |

| Pyrene 200 1000 3690 UG/KG

| bis(2-Ethylhexyl)phthalate 200 1000 3550 UG/KG

| Di-n-octylphthalate 200 1000 3690 UG/KG

| |

| SURROGATE RECOVERIES: Limits Results ]

| Nitrobenzene-ds 30-130 79% |

| 2-Fluorobiphenyl 30-130 94% |

| Terphenyl-di14 30-130 96% |
I

Surrogate recoveries marked with

'#' indicates they are outside standard limits.

Spike Blank for Run B10174, BNA'S (METHOD 8270)

ARDL Inc Report Number 6615 - Sea Cucumber - Semivolatile 8270C

Page 1 of 1
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Quantitation Report

(Not Reviewed)

Data Path C:\MSDCHEMN\1NDATANO32714\
Data File : E0327405.D

Acqg On © 27 Mar 2014 14.:47
Operator : PEK

Sample : 006615-~05K1

Misc : B10174 AG-5 8270

ALS Vial : 4

Sample Multiplier: 1

Quant Time: Mar 27 15:20:19 2014

Quant Method
Quant Title
QLast Update
Responsge via

Internal Standards

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

4) Acenaphthene-dlo0

8) Phenanthrene-dl0

0) Chrysene-dl2

5) Perylene-dl2

System Monitoring Compounds
3) Nitrobenzene-d5
Spiked Amount 5000.000

C:\MSDCHEMN\1N\CALFILES\8270CALS\E8270321HT .M
8270 BNA Calibration

Sat Mar 08 11:42:09 2014

Initial Calibration

R.T. QIon Resgponse Conc Units Dev(Min)
7.40 152 3947752 8000.00 ugsKg 0
9.37 136 14941021 8000.00 ugsKg 0
12.28 164 8319121 8000.00 ug-Kg 0.00
14.86 188 13882138 8000.00 ug-Kg 0
20,48 240 16783031 8000.00 ugsKg -0
25,43 264 16447025 8000.00 ugsKg g

8.23 82 2494932 3967.31 ugsKg -0.01
Recovery = 79.35%

5) 2-Fluorobiphenyl 11,13 172 6062088 4688.09 ug-Kg 0.00
Spiked Amount 5000.000 Recovery = 93.76%

12) Terphenyl-di14 17.67 244 6749302  4781.54 ug/Kg  0.00
Spiked Amount 5000.000 Recovery = 95.63%

Target Compounds Qvalue

6) Dimethylphthalate 11.81 163 5938645 3554.63 ug/Kg 99
7) Diethylphthalate 13.02 149 5931874 3526.36 ug/Kg 99
9) Di-n-butylphthalate 15.88 149 10359975 3772.96 ugsKg 95
11) Pyrene 17.38 202 10156767 3693.33 ugsKg 81
13) bis(2-Ethylhexyl)phthalate 20.68 149 7381815 3553.76 ug-Kg 99
14) Di-n-octylphthalate 23.49 149 12841654 3691,89 ug/Kg 100

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

E8270321HT.M Thu Mar 27 15:20:20
ARDL Inc

2014
Report Number 6615 - Sea Cucumber - Semivolatile 8270C
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ARDL,

400 Aviation Drive;

Mt. Vernon,

Lab Report No: 006615

INC.

P.O. Box 1566

Illinois 62864

Report Date:

03/28/2014

Project Name: MAKAU MILITARY RESER

Analysis: BNA'S

Project No.: Analytical Method: 8270C
Prep Method: 3550A

NELAC Certified - IL100308

(METHOD 8270)

| |
| |
I |
| Field ID: MAK 111C ARDL Lab No.: 006615-01 |
| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0327406 {
| Sample Date: 01/31/2014 Received Date: 03/14/2014
| Sample Time: 1000 Prep. Date: 03/25/2014
| Matrix: TISSUE Analysis Date: 03/27/2014 |
| Amount Used: 5 g Instrument ID:  AGS |
| Final volume: 1 mL QC Batch: B10174 |
| % Moisture: No Moisture Present Level: LOW |
| l
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor |
| I
| Dimethylphthalate 200 1000 ND UG/KG 1
| Diethylphthalate 200 1000 ND UG/KG 1
| Di-n-butylphthalate 200 1000 ND UG/KG 1
| Pyrene 200 1000 ND UG/KG 1
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1 |
| Di-n-octylphthalate 200 1000 ND UG/KG 1
l |
| SURROGATE RECOVERIES: Limits Results
|Nitrobenzene-d5 30-130 74%
| 2-Fluorobiphenyl 30-130 89% ]
| Terphenyl-d14 30-130 95%

l

I

Surrogate recoveries marked with '*!

Sample 006615~-01, BNA'S (METHOD 8270)

ARDL Inc Report Number 6615 - Sea Cucumber - Semivolatile 8270C

indicates they are outside standard limits.
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Quantitation Report (Not Reviewed)

‘Data Path : C:\MSDCHEM\1\DATAN0G32714\
Data File : E0327406.D

Acq On : 27 Mar 2014 15:30
Operator : PEK

Sample . 006615-01

Misc . B10174 AG-5 8270

ALS Vial : b5 Sample Multiplier: 1

Quant Time: Mar 27 16:02:53 2014

Quant Method : C:\MSDCHEM\INCALFILES\8270CALS\E8270321HT .M
Quant Title : 8270 BNA Calibration

QLast Update : Sat Mar 08 11:42:09 2014

Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.40 152 4134171 8000.00 ug/Kg 0.00
2) Naphthalene-ds 9,37 136 15517058  8000.00 ug/Kg 0.00
4) Acenaphthene-d10 12,28 164 8716326 8000.00 ugsKg 0.00
8) Phenanthrene-d1o0 14.86 188 14560091 8000.00 ugsKg 0.00

10) Chrysene-dl12 20.48 240 17982959 8000.00 ugsKg -0.02
15) Perylene-d12 25.43 264 17705794 8000.00 ugsKg 0.00

System Monitoring Compounds
3) Nitrobenzene-d5 8.23 82 2406332 3684.38 ugs/Kg -0.01
Spiked Amount 5000.000 Recovery = 73.69%

5) 2-Fluorobiphenyl 11.13 172 6035725 4455.00 ugsKg 0.00

Spiked Amount 5000.000 Recovery = 89.10%

12) Terphenyl-dl4 17.67 244 7184258 4750.07 ugsKg 0.00

Spiked Amount 5000.000 Recovery = 95.00%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed

E8270321HT.M Thu Mar 27 16:02:54 2014 ) ) Page: 1
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Report Number 6615 - Sea Cucumber - Semivolatile 8270C

ARDL Inc




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

Lab Report No: 006615 Report Date: 03/28/2014

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

| Project No.: Bnalytical Method: 8270C |

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

| l

| Field ID: MAK 113C ARDL Lab No.: 006615-02

| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0327407

| sample Date: 01/31/2014 Received Date: 03/14/2014 |

| sample Time: 1120 Prep. Date: 03/25/2014

| Matrix: TISSUE Analysis Date: 03/27/2014

| Amount Used: 5 g Instrument ID:  AG5 |

| Final Volume: 1 mL QC Batch: B10174 |

| % Moisture: No Moisture Present Level: LOW |

I I

| Method Reporting Data Dilution |

| Parameter Limit Limit  Result Flag Units Factor |

| I

| Dimethylphthalate 200 1000 ND UG/KG 1

| Diethylphthalate 200 1000 ND UG/KG 1 |

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

| Pyrene 200 1000 ND UG/KG 1

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

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

l |

| SURROGATE RECOVERIES: Limits Results |

|Nitrobenzene-ds 30-130 80% |

| 2-Fluorobiphenyl 30~130 89% |

| Terphenyl-d14 30-130 91% ]
|

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

Sample 006615-02, BNA'S (METHOD 8270) Page 1 of 1
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\INDATAN032714\
Data File : E0327407.D

Acqg On ¢ 27 Mar 2014 16:12
Operator : PEK

Sample : 006615-02

Misc v B10174 AG-5 8270

ALS Vvial 6 Sample Multiplier: 1

Quant Time: Mar 27 16:45:29 2014

Quant Method : C:\MSDCHEM\1INCALFILESN\8270CALS\E8270321HT .M
Quant Title : 8270 BNA Calibration

QLast Update : Sat Mar 08 11:42:09 2014

Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.40 152 4050977 8000.00 ugsKg 0.00
2) Naphthalene-d8 9.37 136 15236302 8000.00 ugsKg G0.00
4) Acenaphthene-dl10 12.28 164 8492374 8000.00 ugsKg 0.00
8) Phenanthrene-dio 14.86 188 14292533 8000.00 ugs/Kg 0.00

10) Chrysene-dl2 20.48 240 17518322 8000,00 ugs/Kg -0.02
15) Perylene-dl2 25.43 264 17264184 8000.00 ug-Kg 0.00

System Monitoring Compounds
3) Nitrobenzene-d5 8.23 82 2554365 3983.10 ugsKg -~0.01
Spiked Amount 5000.000 Recovery = 79.66%

5) 2-Fluorobiphenyl 11.13 172 5898501  4468.52 ug/Kg 0.00
Spiked Amount 5000.000 Recovery = 89.37%
12) Terphenyl-dl4 17.67 244 6716884  4558,85 ug/Kg  0.00
Spiked Amount 5000.000 Recovery = 91.18%
Target Compounds Qvalue

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

E8270321HT.M Thu Mar 27 16:45:30 2014 Page: 1
ARDL Inc Report Number 6615 - Sea Cucumber - Semivolatile 8270C Page 136 of 164
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Report Number 6615 - Sea Cucumber - Semivolatile 8270C

ARDL Inc




ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864
Lab Report No: 006615 Report Date: 03/28/2014
| Project Name: MAKAU MILITARY RESER Analysis: BNA'S (METHOD 8270) ]
| Project No.: Analytical Method: 8270C
| NELAC Certified - IL100308 Prep Method: 3550A
| l
| Field ID: MAK 114C ARDL Lab No.: 006615-03
| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0327408
| sample Date: 01/31/2014 Received Date: 03/14/2014
| Sample Time: 1155 Prep. Date: 03/25/2014
| Matrix: TISSUE Analysis Date: 03/27/2014
| Amount Used: 5 g Instrument ID:  AGS
| Final volume: 1 mL QC Batch: B10174
| % Moisture: No Moisture Present Level: LOW ]
l 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/XG 1
| |
| SURROGATE RECOVERIES : Limits Results |
| Nitrobenzene-ds 30-130 75%
| 2-Fluorobiphenyl 30-130 86% |
| Terphenyl-dl4 30-130 93%
I

I

Surrogate recoveries marked with '*!

Sample 006615-03, BNA'S (METHOD 8270)

ARDL Inc

Report Number 6615 - Sea Cucumber - Semivolatile 8270C

indicates they are outside standard limits,

Page 1 of 1
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Quantitation Report

(Not Reviewed)

Data Path C:\MSDCHEMN1INDATANO 32714\
Data File : E0327408.D

Acq On © 27 Mar 2014 16:57
Operator . PEK

Sample » 006615-03

Misc : B10174 AG-5 8270

ALS Vial : 7

Sample Multiplier: 1

Quant Time: Mar 28 08:26:38 2014

Quant Method
Duant Title
QLast Update
Response via

Internal Standards

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

) Acenaphthene-dl0

) Phenanthrene-dlo0

) Chrysene-dl2

) Perylene-dil2

System Monitoring Compounds
3) Nitrobenzene-d5
Spiked Amount 5000.000
5) 2-Fluorobiphenyl
Spiked Amount 5000.000
12) Terphenyl-dl4
Spiked Amount 5000.000

Target Compounds

(#) = qualifier out of range

E8270321HT.M Fri Mar 28 08:26:38
ARDL Inc

C:\MSDCHEMNINCALFILESN8270CALS\E8270321HT .M
8270 BNA Calibration

Sat Mar 08 11:42:09 2014

Initial Calibration

R.T. QIon Response Conc Units Dev(Min)
7.40 152 3976048  8000.00 ug/Kg O
9.37 136 14946897 8000.,00 ugsKg 0
12.29 164 8350814  8000.00 ug/Kg 0.00
14.86 188 13815454 8000.00 ug,Kg 0
20.48 240 17216084  8000,00 ugs/Kg -0
25,43 264 16887051 8000.00 ugsKg 0

8.23 82 2362513 3755.27 ugsKg -0.01

Recovery = 75.11%
11.13 172 5606874 4319.60 ugsKg 0.00
Recovery = 86.39%
17.67 244 67012506 4628.09 ugsKg 0.00
Recovery = 92.56%
Ovalue
{(m) = manual integration (+)} = signals summed

2014
Report Number 6615 - Sea Cucumber - Semivolatile 8270C
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Report Number 6615 - Sea Cucumber - Semivolatile 8270C

ARDL Inc




INC.
P.0O. Box 1566
62864

ARDL,
400 Aviation Drive;
Mt. Vernon, Illinois

006615 Report Date:

Lab Report No:

03/28/2014

Project Name: MAKAU MILITARY RESER

Analysig: BNA'S (METHOD 8270)

| l

| Project No.: Analytical Method: 8270C

| NELAC Certified - IL100308 Prep Method: 3550A |

| |

| Field ID: MAK 115C ARDL Lab No.: 006615-04 |

| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0327409 |

| sample Date: 01/31/2014 Received Date: 03/14/2014 |

| Ssample Time: 1300 Prep. Date: 03/25/2014

| Matrix: TISSUE Analysis Date: 03/27/2014 |

| Amount Used: 5 g Instrument ID:  AGS

| Final Volume: 1 mL QC Batch: B10174

| % Moisture: No Moisture Present Level: LOW

I l

l Method Reporting Data Dilution |

| Parameter Limit Limit  Result Flag Units Factor |

l !

| Dimethylphthalate 200 1000 ND UG/KG 1

| Diethylphthalate 200 1000 ND UG/KaG 1 |

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

| Pyrene 200 1000 ND UG/KG 1

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

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

| |

| SURROGATE RECOVERIES: Limitse Results

|Nitrobenzene-ds 30-130 75% |

| 2-Fluorobiphenyl 30-130 89% |

| Terphenyl-di14 30-130 88% |
I

(

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

Sample 006615-04, BNA'S (METHOD 8270)

ARDL Inc Report Number 6615 - Sea Cucumber - Semivolatile 8270C

Page 1 of 1
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Quantitation Report

Data Path : C:\MSDCHEM\INDATANO32714N
Data File : E0327409.D

Acg On © 27 Mar 2014 17:40
Operator : PEK

Sample : 006615-04

Misc : B1l0174 AG-5 8270

ALS Vvial 8 Sample Multiplier: 1

Quant Time: Mar 28 08:26:49 2014

Quant Method : C:\MSDCHEM\INCALFILES\8270CALS\E8270321HT .M

Quant Title : 8270 BNA Calibration
QLast Update : Sat Mar 08 11:42:09 2014
Regponse via : Initial Calibration

(Not Reviewed)

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.40 152 4032745 8000.00 ug-Kg 0.00
2) Naphthalene-d8 9.37 136 15208035 8000.00 ug-Kg 0.00
4) Acenaphthene-dl0 12.28 164 8434107 8000.00 ug-Kg 0.00
8) Phenanthrene-dlo0 14.85 188 14082143 8000.00 ug-Kg 0.00

10} Chrysene-dl2 20.47 240 17614358 8000.00 ugsKg -0.02
15) Perylene-dl2 25.43 264 17260999 8000,00 ugsKg 0.00

System Monitoring Compounds
3) Nitrobenzene-db 8.23 82 2384876 3725.72 ugsKg -0.01
Spiked Amount 5000.000 Recovery = 74.51%

5) 2-Fluorobiphenyl 11.13 172 5818683 4438.51 ug/Kg 0.00

Spiked Amount 5000,000 Recovery = 88.77%

12) Terphenyl-dl4 17.67 244 6544599 4417 .70 ug-Kg 0.00

Spiked Amount 5000.000 Recovery = 88.35%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signalsg summed

E8270321HT.M Fri Mar 28 08:26:50 2014

ARDL Inc Report Number 6615 - Sea Cucumber - Semivolatile 8270C

Page: 1
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Report Number 6615 - Sea Cucumber - Semivolatile 8270C

ARDL Inc




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

Lab Report No: 006615 Report Date: 03/28/2014

| Project Name: MAKAU MILITARY RESER Analysis: BNA'S (METHOD 8270) ]
| Project No.: Analytical Method: 8270C
| NELAC Certified - IL100308 Prep Method: 3550A
| |
| Field ID: MAK 116C ARDL Lab No.: 006615-05
| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0327410 |
| Sample Date: 01/31/2014 Received Date: 03/14/2014
| Sample Time: 1330 Prep. Date: 03/25/2014 |
| Matrix: TISSUE Analysis Date: 03/27/2014 |
| Amount Used: 5 g Instrument ID:  AGS ]
| Final Volume: 1 mL QC Batch: B10174
| % Moisture: No Moisture Present Level: LOW
| I
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor (
l
| Dimethylphthalate 200 1000 ND UG/ KG 1
| Diethylphthalate 200 1000 ND UG/KG 1
| Di-n-butylphthalate 200 1000 ND UG/KG 1 |
| Pyrene 200 1000 ND UG/KG 1
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
| Di-n-octylphthalate 200 1000 ND UG/KG 1
| l
| SURROGATE RECOVERIES: Limits Results
| Nitrobenzene-ds 30-130 74% |
| 2-Fluorobiphenyl 30-130 91% |
| Terphenyl-d14 30-130 93%

I

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

Sample 006615-05, BNA'S (METHOD 8270) Page 1 of 1
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Quantitation Report (Not Reviewed)

~Data Path : C:\MSDCHEMNINDATANO32714\
Data File : E0327410.D

Acg On v 27 Mar 2014 18:24
Operator : PEK

Sample : 006615-05

Misc : B10174 AG-5 8270

ALS Vvial 9 Sample Multiplier: 1

Quant Time: Mar 28 08:26:59 2014

Quant Method : C:\MSDCHEM\1\CALFILES\8270CALS\E8270321HT.M
Quant Title . 8270 BNA Calibration

QLast Update : Sat Mar 08 11:42:09 2014

Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.40 152 3776629 8000.00 ugs/Kg 0.00
2) Naphthalens-ds8 9.37 136 14309965 8000.00 ugsKg 0.00
4) Acenaphthene-dlo 12.28 164 7858379 8000.00 ug-Kg 0.00
8) Phenanthrene-dlo0 14,86 188 13103298 8000.00 ugs/Kg 0.00

10) Chrysene-dl2 20.48 240 16159115 8000.00 ugsKg -0.01
15) Perylene-dl2 25.43 264 15840762 8000.00 ugsKg 0.00

System Monitoring Compounds
3) Nitrobenzene-d5 8.23 82 2227270 3697.88 ugsKg ~-0.01
Spiked Amount 5000.000 Recovery = 73.96%

5) 2-Fluorobiphenyl 11.13 172 5570544 4560.54 ugsKg 0.00

Spiked Amount 5000.000 Recovery = 91.21%

12) Terphenyl-di4 17.67 244 6342227  4666.63 ug/Kg 0,00

Spiked Amount 5000.000 Recovery = 93.33%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed

E8270321HT.M Fri Mar 28 08:26:59 2014 ] ) Page: 1
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INC.
P.O. Box 1566
62864

ARDL,
400 Aviation Drive;
Mt. Vernon, Illinois

006615 Report Date:

Lab Report No:

03/28/2014

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: MAK 116C ARDL Lab No.: 006615-05M8 |

| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0327411 |

| sample Date:  01/31/2014 Received Date:  03/14/2014

| Sample Time: 1330 Prep. Date: 03/25/2014

| Matrix: TISSUE Analysis Date: 03/27/2014 |

| Amount Used: 5g Instrument ID: AGS5

| Final volume: 1 mL QC Batch: B10174 |

| % Moisture: No Moisture Present Level: LOW

| l

[ Method Reporting Data Dilution |

| Parameter Limit Limit  Result Flag Units Factor |

l I

| Dimethylphthalate 200 1000 3460 UG/KG 1

| Diethylphthalate 200 1000 3480 UG/KG 1

| Di-n-butylphthalate 200 1000 3710 UG/KG 1 ]

| Pyrene 200 1000 3640 UG/KG 1

| bis(2-Ethylhexyl)phthalate 200 1000 3510 UG/Ka 1 |

| Di-n-octylphthalate 200 1000 3630 UG/KG 1

l l

| SURROGATE RECOVERIES: Limits Results |

| Nitrobenzene-d5s 30-130 72%

| 2-Fluorobiphenyl 30-130 84% ]

| Terphenyl-di14 30-130 96% |
I

Surrogate recoveries marked with '*!

Matrix Spike for 006615-05, BNA'S (METHOD 8270)

ARDL Inc Report Number 6615 - Sea Cucumber - Semivolatile 8270C

indicates they are outside standard limits.
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Quantitation Report

Data Path C i \MSDCHEMNINDATANO32714N
Data File E0327411.D

Acg On © 27 Mar 2014 19:08
Operator : PEK

Sample 006615-05MS

Misc . B10174 AG-5 8270

ALS vial : 10 Sample Multiplier: 1

Quant Time: Mar 28 08:27:10 2014
Quant Method
Quant Title

QLast Update
Response via

8270 BNA Calibration
Sat Mar 08 11:42:09 2014
Initial Calibration

C:\MSDCHEMNINCALFILESN8270CALS\E8270321HT . M

(Not Reviewed)

Internal Standards R.T. QIon
1) 1,4-Dichlorobenzene-d4 7.39 152
2) Naphthalene-ds8 9.37 136
4) Acenaphthene-dlo0 12,28 164
8) Phenanthrene-dlo0 14.85 188

10) Chrysene-dl12 20.47 240
15) Perylene-dl2 25.43 264

System Monitoring Compounds
3) Nitrobenzene-d5 8.23 82
Spiked Amount 5000.000
5) 2-Fluorobiphenyl 11.13 172
Spiked Amount 5000.000

12} Terphenyl-di4 17.67 244
Spiked Amount 5000.000

Target Compounds
6) Dimethylphthalate 11.81 163
7) Diethylphthalate 13.02 149
9) Di-n-butylphthalate 15.87 149

11) Pyrene 17.38 202
13) bis(2-Ethylhexyl)phthalate 20.68 149
14) Di-n-octylphthalate 23.49 149

Response Conc
3818751 8000
14348304 8000
8027418 8000
13420336 8000
16512424 8000
16174725 8000
2181631 3612,
Recovery
5264206 4218
Recovery
6631953 4775
Recovery
5577270 3459,
5646061 3478.
9846654 3709,
9845539 3638.
7175168 3510.
12438079 3634.

Units Dev(Min)
00 ugsKg 0.00
00 ugsKg 0.00
00 ugsKg 0.00
00 ugsKg 0.00
00 ugs/Kg -0.02
00 ugs/Kg 0.00
42 ugs/Kg -0.01
= 72.25%
.99 ugsKg 0.00
= 84.38%
.40 ugsKg 0.60
= 95.51%
Dvalue
64 ug/Kg 99
42 ugsKg 99
41 ug/Kg 95
83 ugsKg 81
88 ug/Kg 99

(#) = qualifier out of range (m) = manual integration

E8270321HT.M Fri Mar 28 068:27:11 2014
ARDL Inc

(+) =

signals summed
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INC.
P.O. Box 1566
62864

ARDL,
400 Aviation Drive:
Mt. Vernon, Illinois

006615 Report Date:

Lab Report No:

03/28/2014

Project Name: MAKAU MILITARY RESER Analysis: BNA'S

(METHOD 8270)

| |

| Project No.: Analytical Method: 8270C

| NELAC Certified - IL100308 Prep Method: 3550A

| !

| Field ID: MAK 116C ARDL Lab No. : 006615-05MD |

| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0327412 |

| Sample Date: 01/31/2014 Received Date: 03/14/2014 [

| Sample Time: 1330 Prep. Date: 03/25/2014

| Matrix: TISSUE Analysis Date: 03/27/2014 {

| Amount Used: 59 Instrument ID:  AG5

| Final Volume: 1 mL QC Batch: B10174

| % Moisture: No Moisture Present Level: LOW

| |

| Method Reporting Data Dilution |

| Parameter Limit Limit Result Flag Units Factor l

| |

| Dimethylphthalate 200 1000 3250 UG/KG 1

| Diethylphthalate 200 1000 3170 UG/KG 1

| Di-n-butylphthalate 200 1000 3410 UG/KG 1

| Pyrene 200 1000 3380 UG/KG 1

| bis(2-Ethylhexyl)phthalate 200 1000 3150 UG/KG 1

| Di-n-octylphthalate 200 1000 3270 UG/KG 1

| |

| SURROGATE RECOVERIES: Limits Results |

|Nitrobenzene-ds 30-130 72% |

| 2~Fluorobiphenyl 30-130 80% |

| Terphenyl-d14 30-130 91% |
|

!

Surrogate recoveries marked with '*!

Matrix Spike Duplicate for 006615-05, BNA'S (METHOD 8270)

ARDL Inc Report Number 6615 - Sea Cucumber - Semivolatile 8270C

indicates they are outside standard limits.
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’DafavPath

C: \MSDCHEMNINDATANO32714N
Data File E0327412.D
Acgq On » 27 Mar 2014 19:53
Operator : PEK
Sample 006615-05MD
Misc B10174 AG-5 8270

ALS Vial : 11

Sample Multiplier: 1

Quant Time: Mar 28 08:27:18 2014

Quant Method
Quant Title
QLast Update
Response via

Quantitation Report

C: \MSDCHEM\1INCALFILESN\8270CALS\NE8270321HT. M
8270 BNA Calibration
Sat Mar 08 11:42:09 2014
Initial Calibration

(Not Reviewed)

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.39 152 4010184 8000.00 ugsKg 0.00
2) Naphthalene-d8 9,37 136 14943399 8000.00 ugsKg 0.00
4) Acenaphthene-dl90 12,28 164 8366412 8000.00 ugsKg 0.00
8) Phenanthrene-dlo0 14.85 188 13800427 8000.00 ugsKg 0.00

10) Chrysene-dl2 20.47 240 17131716 8000.,00 ug/Kg -0.02
15) Perylene-dl2 25.43 264 16832891 8000.00 ugsKg 0.00

System Monitoring Compounds
3) Nitrobenzene-d5 8.23 82 2271743 3611.83 ugsKg -0.01
Spiked Amount 5000.000 Recovery = 72.24%

5) 2-Fluorobiphenyl 11.13 172 5185811 3%87.76 ugsKg -0.01
Spiked Amount 5000.000 Recovery = 79.76%
12} Terphenyl-dld4 17.67 244 6573997 4562.56 ugs/Kg 0.00
Spiked Amount 5000.000 Recovery = 91.25%

Target Compounds Qvalus
6) Dimethylphthalate 11.81 163 5455288 3246.86 ug-,Kg 99
7) Diethylphthalate 13.02 149 5369997 3174.30 ugsKg 100
9) Di-n-butylphthalate 15.87 149 9321553 3414.88 ug-/Kg 95

11) Pyrene 17.38 202 9497282 3383.23 ug/Kg 81
13) bis(2-Ethylhexyl)phthalate '20.68 149 6678179 3149.58 ug/Kg 98
14) Di-n-octylphthalate 23.49 149 11622638 3273.42 ug-sKg 100
(#) = qualifier out of range (m) = manual integration (+) = signals summed

Page:

E8270321HT.M Fri Mar 28 08:27:19 2014 ge: 1
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006615 Report Date:

03/28/2014

MAKAU MILITARY RESER Analysis: BNA'S

Analytical Method: 8270C

Project Name:
Project No.:

(METHOD 8270)

| |

I |

| NELAC Certified - IL100308 Prep Method: 3550A |

l l

| Field ID: MAK 117C ARDL Lab No.: 006615-06

| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0327413 |

| sample Date: 01/31/2014 Received Date:  03/14/2014

| Sample Time: 1435 Prep. Date: 03/25/2014

| Matrix: TISSUE Analysis Date: 03/27/2014

| Amount Used: 5 g Instrument ID:  AG5 |

| Final volume: 1 mL QC Batch: B10174

| % Moisture: No Moisture Present Level: LOW

| l

| Method Reporting Data Dilution |

| Parameter Limit Limit  Result Flag Units Factor |

l !

| Dimethylphthalate 200 1000 ND UG/KG 1 |

| Diethylphthalate 200 1000 ND UG/KG 1

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

| Pyrene 200 1000 ND UG/KaG 1

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

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

I l

| SURROGATE RECOVERIES: Limits Results

|Nitrobenzene-ds 30-130 66%

| 2-Fluorobiphenyl 30-130 81% |

| Terphenyl-d14 30-130 89% |
|

|

Surrogate recoveries marked with '#*!

Sample 006615-06, BNA'S (METHOD 8270)

ARDL Inc Report Number 6615 - Sea Cucumber - Semivolatile 8270C

indicates they are outside standard limits.
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\1\DATAN0G32714\
Data File : E0327413.D

Acqg On : 27 Mar 2014 20:37
Operator  PEK

Sample : 006615-06

Misc : B10174 AG-5 8270

ALS vial 12 Sample Multiplier: 1

Quant Time: Mar 28 08:27:30 2014

Quant Method : C:\MSDCHEM\INCALFILES\8270CALS\E8270321HT.M
Quant Title : 8270 BNA Calibration

PDLast Update : Sat Mar 08 11:42:09 2014

Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Unitsg Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.40 152 3793081 8000.00 ug-Kg 0.00
2) Naphthalene-d8 9.37 136 14343468 8000.00 ug-Kg 0.00
4) Acenaphthene-dl0 12.28 164 7993271 8000.00 ugsKg 0.00
8) Phenanthrene-dlo0 14.85 188 13306318 8000.00 ugsKg 0.00
10) Chrysene-dl2 20.47 240 16398778 8000.00 ugsKg -0.02
15) Perylene-d12 25,43 264 15850960  8000.00 ugs/Kg 0.00
System Monitoring Compounds
3) Nitrobenzene-d5 8.23 82 1981114 3281.51 ugsKg -0.01
Spiked Amount 5000.000 Recovery = 65.63%
5) 2-Fluorobiphenyl 11.13 172 5039578 4056 .22 ugsKg -0.01
Spiked Amount 5000.000 Recovery = 81.12%
12) Terphenyl-dl4 17.67 244 6166537 4471.05 ugsKg 0.00
Spiked Amount 5000.000 Recovery = 89.42%
Target Compounds pvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed
E8270321HT.M Fri Mar 28 08:27:31 2014 Page: 1
ARDL Inc Report Number 6615 - Sea Cucumber - Semivolatile 8270C Page 154 of 164
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006615 Report Date: 03/28/2014
Project Name: MAKAU MILITARY RESER Analysis: BNA'S (METHOD 8270)
Project No.: Analytical Method: 8270C
NELAC Certified - IL100308 Prep Method: 3550A

Field ID: MAK 118C ARDL Lab No.: 006615-07

Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0327414

Sample Date: 01/31/2014 Received Date: 03/14/2014

Sample Time: 1605 Prep. Date: 03/25/2014

Matrix: TISSUE Analysis Date: 03/27/2014

Amount Used: 5 g Instrument ID: AG5

Final Volume: 1 mL QC Batch: B10174

% 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/K@G 1
,SURROGATE RECOVERIES: Limits Results
|Nitrobenzene-ds 30-130 71%
|2-Fluorobiphenyl 30-130 - 92%
| Terphenyl-di4 30-130 93%

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

Sample 006615-07, BNA'S (METHOD 8270) Page 1 of 1

ARDL Inc Report Number 6615 - Sea Cucumber - Semivolatile 8270C Page 156 of 164



Quantitation Report (Not Reviewed)

'Data Path : C:\MSDCHEM\1INDATAN032714N\
Data File : E0327414.D

Acqg On © 27 Mar 2014 21:21
Operator  PEK

Sample : 006615-07

Misc ; Bl0174 AG-5 8270

ALS Vvial ¢ 13 Sample Multiplier: 1

Quant Time: Mar 28 08:27:39 2014

Quant Method : C:\MSDCHEMNINCALFILESN\8270CALS\E8270321HT .M
Quant Title . 8270 BNA Calibration

QLast Update : Sat Mar 08 11:42:09 2014

Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.40 152 4067200 8000.00 ug/Kg 0.00
2) Naphthalene-d8 9,37 136 15191322 8000.00 ugs/Kg 0.00
4) Acenaphthene-d10 12.28 164 8504758 8000.00 ug/Kg 0.00
8) Phenanthrene-dl1o0 14.85 188 14241271 8000.00 ug-Kg 0.00

10) Chrysene-dl2 20,48 240 17781931 8000.00 ugsKg -0.02
15) Perylene-dl2 25,43 264 17214423 8000.00 ug-Kg 0.00

System Monitoring Compounds
3) Nitrobenzene-d5 8.23 82 2269913 3550.03 ugsKg =-0.01
Spiked Amount 5000.000 Recovery = 71.00%

5) 2-Fluorobiphenyl 11.13 172 6074047 4594.8% ug-Kg 0.00
Spiked Amount 5000.000 Recovery = 91.90%
12) Terphenyl-dil4 17.67 244 6942032 4641.81 ug-Kg 0.00
Spiked Amount 5000.000 Recovery = 92.84%
Target Compounds Qvalue

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

E8 2X|g8|_2 Ilnlé[T M Fri Mar 28 08;27:39 I%eop%?t Number 6615 - Sea Cucumber - Semivolatile 8270C %ggeefwlof 164
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INC.
P.O. Box 1566
62864

ARDIL,
400 Aviation Drive;
Mt. Vernon, Illinois

Lab Report No: 006615 Report Date:

03/28/2014

Project Name: MAKAU MILITARY RESER Analysis: BNA'S

{METHOD 8270)

| |

| Project No.: Analytical Method: 8270C

| NELAC Certified - IL100308 Prep Method: 3550A ]

| |

| Field ID: MAK 120C ARDL Lab No.: 006615-08

| Desc/Location: MAKAU MILITARY RESERVATION Lab Filename: E0327415 |

| Sample Date: 02/11/2014 Received Date: 03/14/2014 |

| Sample Time: 1030 Prep. Date: 03/25/2014

| Matrix: TISSUE Analysis Date: 03/27/2014

| Amount Used: 5 g Instrument ID:  AGS |

| Final Volume: 1 mL QC Batch: B10174

| % Moisture: No Moisture Present Level: LOW |

l I

| Method Reporting Data Dilution |

| Parameter Limit Limit  Result Flag Units Factor |

l

| Dimethylphthalate 200 1000 ND UG/KG 1 |

| Diethylphthalate 200 1000 ND UG/KG 1

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

| Pyrene 200 1000 ND UG/KG 1

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

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

I l

| SURROGATE RECOVERIES: Limits Results

|Nitrobenzene-d5 30-130 57% {

| 2-Fluorobiphenyl 30-130 80% |

| Terphenyl-d14 30-130 94% |
|

Surrogate recoveries marked with '*'’

Sample 006615-08, BNA'S (METHOD 8270)

ARDL Inc Report Number 6615 - Sea Cucumber - Semivolatile 8270C

indicates they are outside standard limits.
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEMNINDATAN032714\
Data File : E0327415.D

Acg On . 27 Mar 2014 22:04
Operator : PEK

Sample : 006615-08

Migc . B10174 AG-5 8270

ALS Vial : 14 Sample Multiplier: 1

Quant Time: Mar 28 08:27:49 2014

Quant Method : C:\MSDCHEMN\INCALFILES\8270CALS\E8270321HT.M
Quant Title : 8270 BNA Calibration

QLast Update : Sat Mar 08 11:42:09 2014

Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.40 152 4229419 8000.00 ug-Kg 0.00
2) Naphthalene-d8 9.37 136 15828690 8000.00 ugs/Kg 0.00
4) Acenaphthene-di10 12.28 164 8876424  8000,00 ug/Kg 0,00
8) Phenanthrene-d10 14,85 188 15000109 8000.00 ugsKg 0.00

10) Chrysene-dl2 20.48 240 18905018 8000.00 ugsKg -0.01
15) Perylene-dl2 25.43 264 18149708 8000.00 ugsKg 0.00

System Monitoring Compounds
3) Nitrobenzene-d5 8.23 82 1905618 2860.28 ugs/Kg -0.01
Spiked Amount 5000.000 Recovery = 57.21%

5) 2-Fluorobiphenyl 11.13 172 5535041  4011,75 ug/Kg -0.01

Spiked Amount 5000.000 Recovery = 80.23%

12) Terphenyl-di4 17.67 244 7481523  4705.36 ug/Kg  0.00

Spiked Amount 5000.,000 Recovery = 94.11%
Targset Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed
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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:

RF = (AxCis) / (AisCx)

Where:
- Ax = Area of the characteristic ion for the compound being measured
Ais = Area of the characteristic ion for the specific internal standard.
Cis = Concentration of the specific internal standard.
Cx = 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:

Water:
(A (Is)(Mp)
Concentration (ug/L) =
(Ais)(RF)(Vi)(Vo)
Soil: (Low and Medium Level)
(Ax(Is)(V)
Concentration (ug/Kg) =
(Ais)(RF)(Vi)(Ws)
Where:
Ax = Area of characteristic ion for the compound being measured.
Is = Amount of internal standard injected (ng).
Ais = Area of characteristic ion for the internal standard.
RF = Average response factor for the compound being measured.
Vi = Volume of extract injected (uL.).
Vi = . Volume of total extract (uL).

Vo = Volume of water extracted (mL).
Wgs = Weight of sample extracted (g).

Example Sample Calculation —
Sample No.: éé}\ngS/\/\S Compound:@{«\f\&«\\-xm\’l?‘l(l\r\*\\W\Le Matrix: I 1Ssu-e
5S11270 YO y OOl )y .
Concentration (ug/_Ez,_} = Vl{’i. 7 . -3HEO
(G0TNG y L.60T  y /ML Y %g“ )

Example Calculations (PE]«/\ Date LH%{%H

Performed By:
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Miscellaneous Additional Data
(If applicable)

@/None

Rev. 1.1
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