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ORGANIC PACKAGE REVIEW CHECKLIST
meTHoD: _ 8D
Initial Date

Case Narrative and/or Nonconformance Reports (Q
3lofH
/

Case Narrative / Analyst Comment Sheets ...,
Nonconformance / Noncompliance Reports (if applicable)........cccccovvvvvviiiiiiiii, |

Sample Receipt Information /
Copies of Original Chain-of-Custody FOrmS..........ccccccoiiiiiiiie e (Q Z 25,17‘

Cooler Receipt Form and AirbillS. ...
Phone Messages (If applicable) .........uuuiiiiiiiiiiiiir e e

7
Field Sample RESUILS ................c.ooiiiiiiii ettt e e e et e et a e e sree % %Z@[“;Z

QC Summary Forms
Surrogate Summary, if applicable .........coomiiii (Q 5/90}1¢

Spike Blank and/or MS SUMMAIY ....cccoooiieiiiiee e
Blank Results & Blank Summary, if applicable...........ccccccoociiieiiiiinisi e,
ISTD Area Summary, if applicable .........cocvvviiiiiiie e

Sample Preparation Information (if applicable)
Total Solids Determination (If aPPIICADIE)............c.ceeeeeeeeeeeeeeee et Neo

Extraction Log (If applicable)............c.coeoriii et |
Extraction Notebook Pages (If applicable) .........c.coovvieeiiiiiee e \
Spiking Solutions NoteboOK Pages .........coooviiiiiiiiiiiiii e
MS/MSD'S ...ttt et bbb e e et e e e e s et e e s e aree e e rba e e nreereeeenn
SUIMOGAtE/ISTS ... re e e s eabaeaaaeas
Spiking Solutions Certificates Of ANalySes..........cccoocoiiiiiiiii e
MIS/IMISD'S .....vvieceetiee ettt et b ettt e s st e e e s et a e e s e e rreeeraeenres
SUMOGAtES/ISTDS......coiiieceeie et e e e e e e e e rb et r e beeeeaeeaes
Certificates of Analysis (VeNdOor) ...

—

Instrument Logs/Analysis Notebook Pages..........ccccvvveeiiiiiiiiiiiiiieee e
Certificates of ANAIYSIS (VENGOT) .....orrrieieeeeeeie et (

Analytical Run Number 1 tg
CAlIBFAHON IFOMMEHON .. .c..vvvvevee e seseess s reeeeeeseeesesseseeeeesesesssessssesssssernssesenes Il

TUNE Data . ... ,
INitIal CAIOIALION. ........... oo eee e /
Continuing Calibration ... ...t e
Instrument Logs/Analysis Notebook Pages...........coovviviiciciiciccic e
Blank/Sample/Field QT Data ...,

Analytical Run Number 2 (if required)
Calibration INformation..............ueeiieiin e VU"/
TUNE DAt .....eiiiiiiiiiieie et ee e e e e e e e e e e ra e eareaaes
Initial Calibration........ ...t
Continuing Calibration .......... oo
Instrument Logs/Analysis Notebook Pages.........ccoooviiniiiiiiiie e
Blank/Sample/Field QC Data..........ccovvieiiiiiiiiiii et

Standard Preparation Information [/g 5] 90! Y
i
T
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ORGANIC PACKAGE REVIEW CHECKLIST (Continued)
meTHoD: B0
Initial Date

Analytical Run Number 3 (if required)
Calibration INformMation ... e e e M/
TUNE DAta ..o [
Initial Calibration...........ooo e
Continuing Calibration..............ccccvi i
Instrument Logs/Analysis Notebook Pages.........c.ccccciiiiici i
Blank/Sample/Field QT Data............c..ovviiieieeriee e

Analytical Run Number 4 (if required)
Calibration INFOrMAtION..........cc.eiveeeiceeeiee ettt sttt Ne_

TUNE Data ...t et e e e e e e b naaraannts

Initial Calibration...............oviiiiiiiie e e

ContinUING Calibration ..........c..covivii ettt s

Instrument Logs/Analysis Notebook Pages............ccvveveivvivieiiie e,
Blank/Sample/Field QC Data ...ttt

Analytical Run Number 5 (if required)
Calibration INFOrMAtIoN............c.ceeieueiceeeeeie ettt ettt ettt eene Mo
TUNE DA ....vviieii ittt ettt et e e ste e et e e e e saessan e e araesne s ]
Initial Calibration...............c..vueiiiiie e
Continuing Calibration ... s
Instrument Logs/Analysis Notebook Pages..........cccccveeviiiiiiiiiiiiecccce e
Blank/Sample/Field QC Data.........cccccvviiiiieiiieereie e

Analytical Run Number 6 (if required)
Calibration INformation.... ... e e e e era e e e e e e s rnns /l!?/
TUNE DAta ...ttt e e e e e e e e tr b b e e e e e s enrens
Initial Calibration....... e teetereterttereitereeenberstietettee ettt at b reaeterratrar e iaraeestaraens
Continuing Calibration ...
Instrument Logs/Analysis Notebook Pages............cccevveeviviiiiiiiiineecccccee e
Blank/Sample/Field QC Data............cccooiiiiiiiie et

Example Calculation

Example Calculation Sheet.............cooovciiiiies i (Q 5/ @//7‘

Miscellaneous Additional Data (if applicable)............. BT (/Q 5[23/0%

| 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. L~
3. All corrections contain the original data "struck through" with initials and date. k/
4. All comments found throughout the data are defined as required. - L
5. All pages are legible. [
6. Manual integrations, if applicable, are printed out and include an explanation with W

signature of the analyst and date.

Package Completeness Checked By/Date: _ (% 7)/ 9&//‘«1‘
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- ORGANIC ANALYSIS CASE NARRATIVE
Corps of Engineers — ERDC, Vicksburg Date: 4/02/14
ARDL Report No.: 6612 Lab Name: ARDL, Inc.
Project Name: NMAKAU MILITARY RESERVATION OAHU (SEA CUCUMBER)
Samples Received at ARDL: 02/20/2014

Lab Sample Date Date
ID No. ID No. Collected Analyzed Analysis Requested
006612-01 MAK102C 01/13/2014 02/26/2014 PURGEABLE ORGANICS
006612-02 MAK103C 01/13/2014 02/26/2014 PURGEABLE ORGANICS
006612-03 MAK104C 01/13/2014 02/26/2014 PURGEABLE ORGANICS
006612-04 MAK105C 01/13/2014 02/26/2014 PURGEABLE ORGANICS
006612-05 MAK106C 01/13/2014 02/26/2014 PURGEABLE ORGANICS
006612-06 MAK107C 01/13/2014 02/26/2014 PURGEABLE ORGANICS
006612-07 MAK108C 01/13/2014 02/26/2014 PURGEABLE ORGANICS
006612-08 MAK110C 01/14/2014 02/26/2014 PURGEABLE ORGANICS

iDURGEABLE ORGANICS — METHOD 8260B

Eight (8) tissue (sea cucumber) samples were received by ARDL, Inc. on February 20, 2014, for 8260B analysis. Due to
specific project requirements and the unusual nature of the samples, some changes to standard protocol were made. The
requested analyte list was limited to ethylbenzene, m & p-xylene, o-xylene, toluene, styrene and 1,2,4-trimethylbenzene.
Only the two internal standards used to quantitate these anaiytes and their associated surrogate compounds (toluene-d8
and 4-bromofluorobenzene) were evaluated in all calibrations and sample analyses. A nominal sample weight of 2 grams
was chosen to avoid problems related to the sample matrix while achieving a reporting limit of 12.5 ug/Kg. Due to the
tendency of these samples to foam during the purge step, a commercial anti-foam agent (RESTEK Cat. No. 31822) was
added to all samples, blanks and LCS analyses. Initial analyses also indicated a co-eluting interferent at o-xylene with a
significant amount of M/Z 91, the standard quant ion for o-xylene. Therefore, initial and daily calibrations and all analyses
used the secondary characteristic ion (M/Z 106) for o-xylene quantitation.

INITIAL CALIBRATION

The initial calibration was performed using eight calibration points. All calibration criteria were met.

CONTINUING CALIBRATION

The daily calibration standards passed criteria.
SURROGATES
All surrogate recoveries met a defauit range of 50 — 150%.

INTERNAL STANDARD

Internal standard responses were acceptable for all analyses.
LCS
The associated LCS analysis met the recovery criteria.

MATRIX SPIKE/MATRIX SPIKE DUPLICATE

An MS/MSD analysis was performed on sample MAK110C and met the recovery criteria.
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ORGANIC ANALYSIS CASE NARRATIVE
Corps of Engineers — ERDC, Vicksburg Date: 4/02/14
ARDL Report No.: 6612 Lab Name: ARDL, Inc.
Project Name:  MAKAU MILITARY RESERVATION OAHU (SEA CUCUMBER)
Samples Received at ARDL: 02/20/2014

METHOD BLANKS

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

ORGANIC DATA REPORTING QUALIFIERS

The following organic data reporting qualifiers are used as required.

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

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

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

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

B - This flag is used when the analyte is found above the reporting limit in the blank as well as the sample. It 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 th chnical Servic anager/or his designee as
verified by the following signature.

~———

Dean S. Dickerson
Technical Services Manager
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ARDL#: _Loloil, belol2, hlet3

S /4
W

COOLER RECEIPT REPORT
ARDL, INC. 2ot ¥
Cooler # /& /
Number of Coolers in Shipment: ;

Project; /74 Lhee Mt TALe, }gf‘Sef*l/Aﬁf/V OA f2¢y

Date Received:

L-gd -

AL (R EE
A. PRELIMINARY EXAMINATION PHASE: Date cooler was opened; ‘-9429 i (Signature) 4&&/1]&{’ AM;
1. - Did cooler come with a shipping slip (GIrbill, 8LC.)7.... e e @ NO
If YES, enter carrier name and airbill number here: 7[)52 4-5/2 /fjj oIR 9
2. Were custody seals on outside of COOIBI?.......c.co i e e e YES N/A

How many and where?

.Seal Date;

,Seal Name:

3. Were custody seals unbroken and intact at the date and time of armival?..........ccccivieirninin e YES NO
4. Did you screen samples for radioactivity using a Geiger Counter'? .......................................................................................... YES> NO
5. Were custody papers sealed in a plastic bag M@-ﬁ?—@ NO
6. Were custody papers filled out properly (ink, SIgned, 81C.)7.....cooi e e e s e e @ NO
7.  Were custody papers signed in appropriate place by ARDL Personnel?.........cccveviinnnncnnionnsincnisi e seseesessseeenae €S> NO
8. Was project identifiable from custody papers? If YES, enter project name at the top of this form...........c..cvceivniireinienn @ NO
9. Was a separate container provided for measuring temperature? YES______ _‘/ Cooler Temp. 6. S C

WA

N/A
N/A
N/A

B. LOG-IN PHASE: Date samples were logged-in;_«% — <4 F-rof (Slgnaturelﬁmm
10. Describe type of packing in cooler: //A'!’ /// C./'j,)/ / ,ZW Y/ //jjm,)

11. Were all bottles sealed in separate plastic bags? m At «é—v ............................ YES NO
12. Did all bottles arrive unbroken and were labels in good CONAItIONT .......cccoeoeiiiiiciiic et errer e ne s YES @
13. Were bottle 12bels COMPIEIE?. oo et e e e ne et et ¥ES” NO
14, Did all bottle labels agree with CUSIOAY PAPETST .....c.icrieriieirriere et rese ettt s ese st sh e er s sest g re et ene e sresnenenras &ES No
15. Were correct containers used for the tests INdICated? ... s \@ NO
16. Was pH correct on preserved Water SAMPIES?.... ... et e YES NO
17. Was a sufficient amount of sample sent for tests iNdICated?.........cocvvi e s aae e \@_Sj’ NO
18. Were bubbles absent in VOA samples? If NO, list by sample #: YES NO
.............................................................................................. YES NO

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

dftzat diates

N/A

Comments and/or Corrective Action:

Sample Transfer

U MAK 1150 Chpetled e 46/ M tvttbact Fraction Fraction
.

Area # Area #
2 B EY)

By d By

A,

On On

RO/ &

(By: Signature)

dle

Date: _2 - 25~

/£

MNADMIN\FORMSYCOOLER RECEIPT REPORT.doc

ARDL Inc

Rev. 05/07/07
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006612 Report Date: 03/20/2014
| Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260) |
| Project No.: Bnalytical Method: 8260B |
| NELAC Certified - IL100308 Prep Method: 5030A |
|
= Field ID: MAK102C ARDL Lab No.: 006612-01 |
| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: A0226406 |
| Sample Date: 01/13/2014 Received Date: 02/20/2014 |
| Sample Time: 1002 Prep. Date: 02/26/2014 |
| Matrix: TISSUE Analysis Date: 02/26/2014 |
| Amount Used: 2 g Instrument ID:  AGL |
| Final Volume: 5 mL QC Batch: 0227JFST |
| % Moisture: No Moisture Present Level: LOW |
l I
| Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor |
| |
| Toluene 2.50 12.5 ND UG/KG 1 |
| Ethyl Benzene 2.50 12.5 ND UG/KG 1 |
| m & p-Xylene 5.0 25.0 ND UG/KG 1 |
| styrene 2.50 12.5 ND UG/KG 1 |
| o-Xylene 2.50 12.5 ND UG/KG 1 |
| 1,2,4-Trimethylbenzene 2.50 12.5 ND UG/KG 1
l |
| SURROGATE RECOVERIES: Limits Results |
| Toluene-ds 50-150 96% |
| 4 -Bromofluorobenzene 50-150 104% |
I

|

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

Sample 006612-01, VOLATILES, GC/MS (8260) Page 1 of 1
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ARDL, INC.
400 Aviation Drive; P.0O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006612 Report Date: 03/20/2014

| Project Name: MAKAU MILITARY RES O Bnalysis: VOLATILES, GC/MS (8260) |
| Project No.: ' Analytical Method: 8260B |
| NELAC Certified - IL100308 Prep Method: 5030A |
| I
| Field ID: MAK103C ARDL Lab No.: 006612-02 |
| Desc/Location: MAKAU MILITARY RES OAHU ‘Lab Filename: 70226407 |
| Sample Date: 01/13/2014 Received Date: 02/20/2014 |
| Sample Time: 1022 Prep. Date: 02/26/2014 |
| Matrix: TISSUE Analysis Date: 02/26/2014 |
| Amount Used: 2 g Instrument ID:  AGl |
| Final Volume: 5 mL QC Batch: 0227JFST |
| % Moisture: No Moisture Present Level: LOW |
I I
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor |
| |
| Toluene 2.50 12.5 ND UG/KG 1 |
| Ethyl Benzene 2.50 12.5 ND UG/KG 1 |
| m & p-Xylene 5.0 25.0 ND UG/KG 1 |
| Styrene 2.50 12.5 ND UG/XKG 1 |
| o-Xylene 2.50 12.5 ND UG/KG 1 |
| 1,2,4-Trimethylbenzene 2.50 12.5 ND UG/KG 1 |
| I
| SURROGATE RECOVERIES: Limits Results |
| Toluene-ds 50-150 92% |
|4-Bromof1uorobenzene 50-150 104% |

I

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

Sample 006612-02, VOLATILES, GC/MS (8260) Page 1 of 1
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006612 Report Date:  03/20/2014

| Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260) |
| Project No.: Analytical Method: 8260B |
| NELAC Certified - IL100308 Prep Method: 5030A |
I |
| Field ID: MAK104C ARDL Lab No.: 006612-03 |
| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: A0226408 |
| Sample Date: 01/13/2014 Received Date: 02/20/2014 |
| Sample Time: 1100 Prep. Date: 02/26/2014 |
| Matrix: TISSUE Analysis Date:  02/26/2014 |
| Amount Used: 2 g Instrument ID:  AGl |
| Final Volume: 5 mL QC Batch: 0227JFST |
| % Moisture: No Moisture Present Level: LOW |
I I
| Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor |
I
| Toluene 2.50 12.5 ND ' UG/KG 1 {
| Ethyl Benzene 2.50 12.5 ND UG/KG 1 |
| m & p-Xylene 5.0 25.0 ND UG/KG 1 |
| Styrene 2.50 12.5 ND UG/KG 1 |
| o-Xylene 2.50 12.5 ND UG/KG 1 |
| 1,2,4-Trimethylbenzene 2.50 12.5 ND UG/KG 1 |
I |
| SURROGATE RECOVERIES : Limits Results |
| Toluene-ds 50-150 91% |
| 4 -Bromofluorobenzene 50-150 95%

I

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

Sample 006612-03, VOLATILES, GC/MS (8260) Page 1 of 1
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ARDL, INC.

400 Aviation Drive;

P.O. Box 1566

Mt. Vernon, Illinois 62864

Lab Report No: 006612 Report Date: 03/20/2014
| Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260) |
| Project No.: Analytical Method: 8260B |
| NELAC Certified - IL100308 Prep Method: 5030A |
l |
| Field ID: MAK105C ARDL Lab No.: 006612-04 |
| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: A0226409 |
| Sample Date: 01/13/2014 Received Date: 02/20/2014 |
| sample Time: 1130 Prep. Date: 02/26/2014 |
| Matrix: TISSUE Analysis Date: 02/26/2014 |
| Amount Used: 2 g Instrument ID:  AGL |
| Final Volume: 5 mL QC Batch: 0227JFST |
| % Moisture: No Moisture Present Level: LOW |
I I
[ Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor |
| A
| Toluene 2.50 12.5 ND UG/KG 1 }
| Ethyl Benzene 2.50 12.5 ND UG/KG 1 |
| m & p-Xylene 5.0 25.0 ND UG/KG 1 [
| styrene 2.50 12.5 ND UG/KG 1 |
| o-Xylene 2.50 12.5 ND UG/KG 1 |
| 1,2,4-Trimethylbenzene 2.50 12.5 ND UG/KG 1 |
l l
| SURROGATE RECOVERIES: Limits Results |
| Toluene-ds 50-150 84% |
| 4-Bromofluorobenzene ' 50-150 97% |
I

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

Sample 006612-04, VOLATILES, GC/MS (8260)

ARDL Inc Report Number 6612 - Sea Cucumber - Volatiles - 8260B

Page 1 of 1
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ARDL, INC.

400 Aviation Drive;

P.O. Box 1566

Mt. Vernon, Illinois 62864

Lab Report No: 006612 Report Date: 03/20/2014
| Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260) |
| Project No.: Analytical Method: 8260B |
| NELAC Certified - IL100308 Prep Method: 5030A |
I I
| Field 1ID: MAK106C ARDL Lab No.: 006612-05 |
| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: A0226410 l
| Sample Date: 01/13/2014 Received Date: 02/20/2014 |
| Sample Time: 1205 Prep. Date: 02/26/2014 |
| Matrix: TISSUE Analysis Date: 02/26/2014 |
| Amount Used: 2 g Instrument ID:  AGl |
| Final Volume: 5 mL QC Batch: 0227JFST |
| % Moisture: No Moisture Present Level: LOW |
I I
| Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor |
I I
| Toluene 2.50 12.5 ND UG/KG 1
| Ethyl Benzene 2.50 12.5 ND UG/KG 1 |
| m & p-Xylene 5.0 25.0 ND UG/KG 1
| Styrene 2.50 12.5 ND UG/KG 1 |
| o-Xylene 2.50 12.5 ND UG/KG 1 |
| 1,2,4-Trimethylbenzene 2.50 12.5 ND UG/KG 1 |
I I
| SURROGATE RECOVERIES : Limits Results |
| Toluene-ds 50-150 87% |
| 4 -Bromofluorobenzene 50-150 97% |
I

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

Sample 006612-05, VOLATILES, GC/MS (8260)

ARDL Inc Report Number 6612 - Sea Cucumber - Volatiles - 8260B

Page 1 of 1

Page 17 of 142



ARDL, INC.

400 Aviation Drive;

P.O. Box 1566

Mt. Vernon, Illinois 62864

Lab Report No: 006612 Report Date: 03/20/2014
| Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260) |
| Project No.: Analytical Method: 8260B |
| NELAC Certified - IL100308 Prep Method: 5030A |
| |
| Field ID: MAK107C ARDL Lab No.: 006612-06 |
| Desc/Location: MAKAU MILITARY RES ORHU Lab Filename: 70226411 |
| sample Date: 01/13/2014 Received Date: 02/20/2014 |
| sample Time: 1240 Prep. Date: 02/26/2014 |
| Matrix: TISSUE Analysis Date: 02/26/2014 |
| Amount Used: 2 g Instrument ID:  AGl |
| Final Volume: 5 mL QC Batch: 0227JFST |
| % Moisture: No Moisture Present Level: LOW |
| |
[ Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor |
| |
| Toluene 2.50 12.5 ND UG/KG 1 |
| Ethyl Benzene 2.50 12.5 ND UG/KG 1
| m & p-Xylene 5.0 25.0 ND UG/KG 1 |
| styrene 2.50 12.5 ND UG/KG 1
| o-Xylene 2.50 12.5 ND UG/KG 1 |
| 1,2,4-Trimethylbenzene 2.50 12.5 ND UG/KG 1 |
I |
| SURROGATE RECOVERIES: Limits Results |
| Toluene-ds 50-150 89% |
| 4-Bromofluorobenzene 50-150 88% |
l

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

Sample 006612-06, VOLATILES, GC/MS (8260)

ARDL Inc Report Number 6612 - Sea Cucumber - Volatiles - 8260B

Page 1 of 1
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ARDL, INC.

400 Aviation Drive:;

P.O. Box 1566

Mt. Vernon, Illinois 62864

Lab Report No: 006612 Report Date: 03/20/2014
| Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260) |
| Project No.: Bnalytical Method: 8260B |
| NELAC Certified - IL100308 Prep Method: 5030A |
I I
| Field ID: MAK108C ARDL Lab No.: 006612-07 |
| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: A0226412 |
| Sample Date: 01/13/2014 Received Date: 02/20/2014 |
| Sample Time: 1350 Prep. Date: 02/26/2014 |
| Matrix: TISSUE Analysis Date:  02/26/2014 |
| Amount Used: 2 g Instrument ID: AGL |
| Final Volume: 5 mL QC Batch: 0227JFST [
| % Moisture: No Moisture Present Level: LOW
| |
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor |
| I
| Toluene , 2.50 12.5 ND UG/KG 1 |
| Ethyl Benzene 2.50 12.5 ND UG/KG 1 |
| m & p-Xylene 5.0 25.0 ND UG/KG 1 |
| styrene 2.50 12.5 ND UG/KG 1 |
| o-Xylene 2.50 12.5 ND UG/KG 1 |
| 1,2,4-Trimethylbenzene 2.50 12.5 ND UG/KG 1
I I
| SURROGATE RECOVERIES: Limits Results |
| Toluene-d8 50-150 91% |
| 4-Bromofluorobenzene 50-150 104% |
I

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

Sample 006612-07, VOLATILES, GC/MS (8260)

ARDL Inc Report Number 6612 - Sea Cucumber - Volatiles - 8260B

Page 1 of 1
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ARDL, INC.

400 Aviation Drive; P.O. Box 1566

Mt. Vernon, Illinois 62864

Lab Report No: 006612 Report Date: 03/20/2014
| Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260) |
| Project No.: Analytical Method: 8260B |
| NELAC Certified - IL100308 Prep Method: 5030A |
I l
| Field 1ID: MAK110C ARDL Lab No.: 006612-08 |
| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: A0226413 |
| Sample Date: 01/14/2014 Received Date: 02/20/2014 |
| Ssample Time: 0955 Prep. Date: 02/26/2014 |
| Matrix: TISSUE Analysis Date: 02/26/2014 |
| Amount Used: 2 g Instrument ID:  AGL
| Final Volume: 5 mL QC Batch: 0227JFST |
| % Moisture: No Moisture Present Level: LOW |
| I
] Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor |
l I
| Toluene 2.50 12.5 ND UG/KG 1 |
| Ethyl Benzene 2.50 12.5 ND UG/Ka 1 |
| m & p-Xylene 5.0 25.0 ND UG/KG 1 |
| styrene 2.50 12.5 ND UG/KG 1 |
| o-Xylene 2.50 12.5 ND UG/KG 1 |
| 1,2,4-Trimethylbenzene 2.50 12.5 ND UG/KG 1
| |
| SURROGATE RECOVERIES: Limits Results |
| Toluene-ds 50-150 89% |
| 4-Bromofluorcbenzene 50-150 95% |
I

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

Sample 006612-08, VOLATILES, GC/MS (8260)

ARDL Inc Report Number 6612 - Sea Cucumber - Volatiles - 8260B

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 6612 - Sea Cucumber - Volatiles - 8260B

Rev. 1.1
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2B
SEA CUCUMBER VOLATILE SURROGATE RECOVERY

Lab Name: ARDL, INC. Contract: ---
Lab Code: --- Case No.: 006612 SAS No.: —--- SDG No.: ---
EPA sl 52 S3 S4 TOT
SAMPLE NO. (TOL) #|(BFB) #| ( ) #[ ( ) # OouT
01| SPBK 02/26/14 98 96 0
02] BK 02/26/14 102 112 0
03] MAK102C 96 104 0
04| MAK103C 92 104 0
05| MAK104C 91 95 0
06| MAK105C 84 97 0
07| MAK106C 87 97 0
08| MAK1Q7C 89 88 0
091 MAK108C 91 104 0
10| MAK110C 89 95 0
11| MAK110CMSD 99 102 0
12| MAK110CMS 103 104 0
13
14
15
16
17
18
19
20
21
22
23
24
25
26
271
28
29
30
QC LIMITS MATRIX LIMITS
S1 Toluene-d8 ( 50 ~ 150 ) { 50 - 150)
52 4-Bromofluorobenzene ( 50 - 150 ) ( 50 - 150 )
53 ( - ) ( - )
sS4 ( - ) ( - )
# 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 V-1 3/90

ARDL Inc

Report Number 6612 - Sea Cucumber - Volatiles - 8260B

Page 22 of 142



1 30 1 ®beg

(0928) SW/DO ’SEIILYIOA ‘80-2T9900 IOF sxuerd ayids
*$3TWIT PIBPURIS JO 2PISINO AISAODII B SIJBOTPUT ., x,

0ST-0S -~ 96 SUZUSAOIONT JOWOIT ~F
05T-08 -- 86 sp-ausanIoL
S3ITWTT ¥% g3 83eoT1dng ds 9y1ds FSIIVIAODTE JLYOOIINS
-- -- 6TT-€8 - -- -- 70T 00T 0T suszuaqIAYISWIIL-% ‘2T
-- -- 121-18 -- -- -- €6 00T 8°26 QuaTAxX-0
-- - 611-%8 -- -- -- 6 00T 2 76 susxias
-- -- TZI-18 - - -- 86 002 S6T susTix-d » w
-- -- 61T-98 ~- -~ -- 96 00T §°S6 suszuag TAUIF
-- -- 8TTI-S8 -- - -= 143 00T z°¥%6 suaniolL
ATWIT aay S3TWTT 0%y % 12497 2TNsay 099 3 Taa97 3TNSaY Jajswexed
adas Axsa009%9 a3eat1dna a3eottdea s3eoTTdnd axtds aytds aytds
$T02/92/20 :°3eq sTsATeUuy MO s TeneT 5z tpe9sn junowy
$1T0Z2/92/20 :o3eq -daxg ISALLZZO :yoaedg DO TeTIS3BN DO IXTIZER

Y0£0S ‘poyasn deid

:-oN 3osloxg

90928 ‘POUISH TBeOTIATBRUY (0928) SW/DD 'SHTIIVIOA :STsAreuy O SHY AYYLITIN OVMYA :SweN 309[Loxd
¥102/02/€0 :93e@ 3x0d9Y ZT9900 :ON 3x0dsy qet
$9829 I ‘UOCUIBA "IN 99GT X0d °0°d fSATIQ UOTIBRTAY Q0% *ONI ‘"I@IY

I¥0dEY HILVOITANd HMI4S/HMI4S MNV'Ig

Page 23 of 142

Report Number 6612 - Sea Cucumber - Volatiles - 8260B

ARDL Inc



T 30 T =bead (092Z8) SW/DD ’STIIIVIOA ‘80-TTI9900 X03 s9TdS XTIJIRN
“SITWIT PIRPURIS JO 3PISINO AIDA0DBI © SOIBOTIPUT x4

*1oa9T 9y1ds Xp< ardwes sa3edIpur ,ou,

0ST-0S 20T voT uszusgeaonTjoworg-¥
0ST-0S 66 €0T 8P-2USNTOL
SITWTT IS ¥% ASKW ¥% SHW FSEIVEAOCDEY ILVOOFENS
sZ 9T ¥Z1-08 £°16 00T £°16 £°L0T 00T LOT an JUIZUSGTAYIDUTIL-%‘Z T
sz €8T 8Z1-18 [ 4] 00T 2°78 T°TOT 00T T0T an suaTAX-0
ST L 6T LZTI-6L 9°¢8 00T 9°€8 6"T0T 00T 20T aN auaxA3s
sZ 6°S1T 621-78 £°88 002 LLT $°e0l ooe Loz an auaTAx-d 3 w
ST L°9T 0eT-2¢8 £°98 00T €798 c0T 00T 0T an suszuag TAUld™
sz £°81 9Z1-18 L8 00T v-L8 6°10T 00T 20T aN [USNTOL
ITWII aas SATWTT o9y % Toa971 ITNsSaA o9y % 19497 ITNSNA aTnsay a93dwexed
aay o9y % asn asn asm SW SKH SH aTdues
MO'T : ToaR] ANSSIL FXTIIEN
$T02/92/20 :93eq sTsATeuy ISALLZZO0 :yoaedg DO 5560 :owtg, oTdwes
ﬂHON\ON\No t93ed PRATID3Y JUSSsadId SANISTONW ON IRIAINISTON % ¢HON\¢H\HO H=lak=/q} OHQEMm
TPWRUSTTA el b z :pesn aunouy OQHYO SHY AYVIITIN OV :UOCT3Ienor]/os3(
80-CT9900 *: "ON d®T TJdVY $T02/92/20 ioqeg -deagd DOTTAYH ‘dI PI=T4
Y0£0S :poyasn dsad :"oN 309[oxg
g097Z8 :POUISH TedTIATRUY (092Z8) SW/DD ’'SHIIIVIOA :STSATeRUY O SHY AVYIITIN NWAVIW :sweN 309 loxd
$1T0Z/02/€0 :93eQ 3xodey ZT9900 :ON 3xodey qed

$98Z9 fII ‘UOCUISIA °IN 99GT XO€ °"0°d <‘®ATIQ UOTIBTAY 00% *DNI ‘TIa9V
IJ0daEY HLVDITANd HAIdS/HMIJS XIULVW

Page 24 of 142

Report Number 6612 - Sea Cucumber - Volatiles - 8260B

ARDL Inc



4B EPA SAMPLE NO.
VOLATILE METHOD BLANK SUMMARY

BK 02/26/14

Lab Name: ARDL, INC. Contract: —---

Lab Code: --- Case No.: 006612 SAS No.: —--—- SDG No.: ---
Lab File ID: A0226405 Lab Sample ID: 006612-08B1
Date Analyzed: 02/26/14 Time Analyzed: 10:40

GC Column: RTX-VMS ID: 0.25 (mm) Heated Purge: (Y/N) Y

Instrument ID: AGl

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

LAB LAB TIME
SAMPLE ID FILE ID ANALYZED

01| MAK102C 006612-01 A0226406 11:18
02 MAK103C 006612-02 20226407 11:50
03| MAK104C 006612-03 A0226408 12:20
04{ MAK1Q05C 006612-04 20226409 12:50
05| MAK106C 006612-05 A0226410 13:20
06] MAK107C 006612-06 20226411 13:49
07| MAK108C 006612-07 A0226412 14:19
08| MAK11l0C 006612-08 20226413 14:47
09| MAKI1OCMSD 006612-08MD A0226415 15:44
10| MAKIL10CMS 006612-08MS A0226416 16:12
11 i
12
13
14
15
16
17
18
19
20
21
22
23
24
25
26
21
28
29
30

EPA SAMPLE NO.

COMMENTS :

page 1 of 1 FORM IV VOA 3/90
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METHOD BLANK REPORT

ARDL, Inc. 400 Aviation Drive;

Mt. Vernon,

Lab Report No: 006612

Illinois 62864

Report Date: 03/2

P.0O. Box 1566

0/2014

Project Name: MAKAU MILITARY RES O

Analysis: VOLATILES, GC/MS (8260)

Project No.: Analytical Method: 8260B

NELAC Certified - IL100308

Prep Method: 5030A

| |
l I
| |
|
I Field ID: NA ARDL Lab No.: 006612-08B1
| Desc/Location: NA Lab Filename: A0226405 |
| Sample Date: NA Received Date: NA |
| Sample Time: NA Prep. Date: 02/26/2014
| Matrix: QC Material Analysis Date: 02/26/2014 |
| Amount Used: 2 g Instrument ID: AGL |
| Final volume: 5 mL QC Batch: 0227JFST |
| % Moisture: NA Level: LOW |
l l
| Method Reporting Data |
| Parameter Limit Limit Result Flag Units |
| |
| Toluene 2.50 12.5 ND UG/KG |
| Ethyl Benzene 2.50 12.5 ND UG/KG |
| m & p-Xylene 5.00 25.0 ND UG/KG |
| Styrene 2.50 12.5 ND UG/KG |
| o-Xylene 2.50 12.5 ND UG/KG |
| 1,2,4-Trimethylbenzene 2.50 12.5 ND UG/KG |
| I
| SURROGATE RECOVERIES: Limits Results |
| Toluene-ds 50-150 102% |
| 4-Bromofluorcbenzene 50-150 112% |
l

Surrogate recoveries marked with

'*! indicates they are outside standard limits.

Blank for Run 0227JFST, VOLATILES, GC/MS (8260)

Page 1 of 1
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ARDL Inc

VOLATILE INTERNAL

Lab Name: ARDL, Inc.
Lab Code: —-—- Case No.: 006612
Lab File ID (Standard):2A0212416

Instrument ID: AGL

8A
STANDARD AREA AND RT SUMMARY

Contract:

SAS No.:

Date Analyzed:

Time Analyzed:

SDG No.:

02/12/14

18:32

Matrix: (soil/water) Sea Cuc Level: (low/med) Low Column: (pack/cap) CAP
IS1(CBZ) IS2(DCB ) IS3( )
AREA ¥| RT # AREA # RT 4 AREA #| RT #
12 HOUR STANDARD 279384 8.76 268227 10.14
UPPER LIMIT 558768 9.26 536454 10.64
LOWER LIMIT 139692 8.26 134114 9.064
EPA SAMPLE NO.
1| SPBK 02/26/14 271841 8.77 293913 10.14
2| BK 02/26/14 253105 8.77 276879 10.14
3] MAK102C 238949 8.77 265200 10.14
4| MAK103C 234934 8.77 255501 10.14
5 MAK104C 227281 8.77 271342 10.14
6] MAK105C 238747 8.77 261412 10.14
7| MAKl06C 232103 8.77 260228 10.14
8| MAK1l07C 231942 8.76 292364 10.14
9| MAK108C 225333 8.76 242765 10.14
10| MAK110C 218672 8.76 260561 10.14
11| MAK110CMSD 248920 8.76 266762 10.14
12| MAK110CMS 260523 8.76 282781 10.14
13
14
15
16
17
18
19
20
21
22

IS1 (CBZ) = Chlorobenzene-d5

152 (DCB) = 1,4-Dichlorobenzene-d4

I53 ( )

UPPER LIMIT = +100%

of internal standard area
LOWER LIMIT =
of internal standard area

- 50%

# Column used to flag internal standard area values with an asterisk

* Values outside of QC limits

page 1 of 1

FORM VIII VOA

Report Number 6612 - Sea Cucumber - Volatiles - 8260B

3/90
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Sample Preparation

Information
(Not Applicable for VOA Purge and Trap Method)

Rev. 1.1
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Standards Preparation
Information

Rev. 1.1
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Lot CK-2561 | Lot CG-4444 | Lot 2246900 Lot A090981 Lot 121813
2000 ug/mL | 2000 ug/mL | Varied Conc. 5000 ug/mL 1000 ug/mL
- R4502 R4230 R4649 R4531 R4661 R4479
Exp.00/30/16 |Exp. 01/31/15] Exp. 12/31/14 Exp. 12/2015 | Exp. 12/18/16
_ 200 200 400 160 400 2640 4000
Ketones =200 ug/mL Prep: 02/12/14
Acrylo/m&p-Xylenes = 200ug/mL -
All other = 100ug/ml Exp: 02/19/14 \g \
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Ketones/Acrylo/ Prep: 02/13/14
m&p-Xylenes/DBCP = 50 ug/mL lg;
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T Certificate of Analysis 9l
TUirra ~ Certificate of Analysis '™,

SCIENTIFIC
( Analytical Solutions 4-Bromofluorobenzene Solution
Product Number: STS-110N Page: 1of1
Lot Number: CH-3248 Lot Issue Date:  07-Oct-2011 - Expiration Date: 30-Nov-2015

This Certified Reference Material (RM) was manufactured and verified In accordance with ULTRA's ISO 9001 registéred quality '
system, and the analyte concentrations were verified by our ISO 17025 accredited laboratory. The true value and uncertainty value
at the 95% confidence level for each analyte, determined gravimetrically, is listed below.

Analyte CAS# Analyte Lot True Value
4-bromofluorobenzene 000460-00-4 RM03365 2005 £ 10 ug/ﬁ]L

Matrix:  methanol (methyl alcohol)

Storage: Storeat<4°C

ULTRA uses balances calibrated with weights traceable to NIST in compliance with ANSI/NCSL Z-540-1 and I1SO 9001, and calibrated
Class A glassware in the manufacturing of these standards. ’

WA

[ACCREDITED)
. [SO 17025:2005 1S0 8001:2008
et 1OV 09, I 250 Smith Strest, North Kingstown, Rl 02852 USA 7~
Cert. No. 085101 Cort. No. 02-1009 m! 40r1e-92é 4_3 400 lggi_ozgg'_%so Willlam J. Léary
: Quality Assurancg/ Manager
wwww.ultrasci.com .

ARDL Inc 250 SMITH STREET  IefoN QBiRDEHGE RHOSEE CldhithBe? 2 &/2htildSA 82B0W W.ULTRASCI.COM Page 33 of 142



Certificate of Analysis Gl (il

SCIENTIFIC

Internal Standard Mixture

Andlytical Solutions
Proauct Number: STM-520 Page: 10f1
Lot Number: CH-3666 o Lotssue Date:  15-Nov-2011 Expiration Date:  31-Dec-2014
This Certified Reference Materfal (RM) was manufactured and verifled in accordance with ULTRA's 13O 9001 registered quality

system, and the analyte concentratlons were verified by our ISO 17025 accredited laboratory. The true value and uncertainty value
at the 95% confidence level for each analyte, determined gravimetrically, is listed below.

Analyte CAS# Analyte Lot True Value

chlorobenzene-d5 003114-55-4 RM01430-01 2503 + 13 ug/mL
1,4-dichlorobenzene-d4 . 003855-82-1 RMO01700-06 2500 % 13 pg/mL
fluorobenzene 000462-06-6 RM03366-01 ' 2513 % 13 pg/mlL

Matrix:  melhanol (methyl alcohol)

Storage: Sloreat<4°C

ULTRA uses balances calibrated with weights traceable to NIST in compliance with ANSI/NCSL Z-54.0-1 and ISO 9001, and callbrated
Class A glassware In the manufaciuring of these standards,

R |

[AccREDITED]
180 1{025:%90% Iso 900‘1.‘2005
L, . " s
CotNo.GBSLOH Gt No03i008 2 S e e 02852 USA Wian J. LeAry
N Quality Assurancf Manager

wwww.ultrascl.com
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Yeerd Glielr

i, ‘
- SCIENTIFIC Method 8260 Surrogate Standard Mixture
( Analytical Solutions : '

Certificate of Analysis:

Product Number: STM-530 Page: 1of 1
Lot Number: CJ-1280 Lot [ssue Date;  17-Apr-2012 Expiration Date:  31-May-2015

This certified Reference Materlal (RM) was manufactured and verified in accordance with ULTRA's ISO 9001 registered quality
system, and the analyte concentrations were verified by our ISO 17025 accredited laboratory. The true value and uncertainty value

at the 95% confidence level for each analyte, determined gravimetrically, is listed below

Analyte CAS# Analyte Lot True Value

4-bromofluorohenzene 000469-00-4 RM03908- : 2512 % 13 pg/mL
dibromofluoromethane 001868-53-7 RM04871-01 2512 + 13 pg/ml
1,é-dichtoroetha ne-d4 017080-07-0 .  RM04304- ‘ 2512 % 13 pg/ml
toluene-d8 002037-26-5 . RM04138- 2512 £ 13 pg/mL

Matrix:  methanol (methyl alcohol)

Storage: Storeat<4°C

ULTRA uses balances calibrated with weights fraceable to NIST in compliance with ANSI/NCSL Z-540-1 and ISO 9001, and calibrated
Class A glassware in the manufacturing of these standards,

(WA "'

- |ACGREDITED]
150 1;\025:3:.':0: 1so goo?:lzoog
ccredites eglstere: . N )
O R [ 260 Smith Sret, North Kingslovn, RI 02852 USA Wi 3, Ly
: : Quality Assurancg Manager

" wwww.ultrascl.com
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CﬁTRA

SCIENTIFIC

Analytical Solutions

Product Number: DWM-589N
Lot Number:

CK-2561

YOC Mixture

Lot Issue Date: 06-Aug-2013

b

Page: 10f3

Certificate of Analysis Qe

Expiration Date: 30-Sep-2016

This certified Reference Material (RM) was manufactured and verified in accordance with ULTRA's ISO 9001
registered quality system, and the analyte concentrations were verified by our ISO 17025 accredited
laboratory. The true value and uncertainty value at the 95% confidence level for each analyte, determined

gravimetrically, is listed below.

Analyte
bromochloromethane
bromodichloromethane
bromoform

carbon tetrachloride
chloroform
dibromochloromethane
dibromomethane
methylene chloride
1,2-dibromoethane
1,1-dichloroethane
1,2-dichloroethane

1,1-dichloroethene

_cis-1,2-dichloroethene

trans-1,2-dichloroethene
1,1,1,2-tetrachloroethane
1,1,2,2-tetrachloroethane
tetrachloroethene
1,1,1-trichloroethane
1,1,2-trichloroethane

trichloroethene

ULTRA uses balances calibrated with weights traceable to NIST in compliance with ANSI/NCSL Z-540-1 and 1SO

CAS#
000074-97-5
000075-27-4
000075-25-2
000056-23-5
000067-66-3
000124-48-1
000074-95-3
000075-09-2
000106-93:4
000075-34-3
000107-06-2
000075-35-4
000156-59-2
000156-60-5
000630-20-6
000079-34-5
000127-18-4
000071-55-6
000079-00-5
000079-01-6

Analyte Lot
RMOOOOQ
RM06861
RMO00350
RMO00012
RM06503,
RMO04264
RM02090
RM06447

RM00018

RM00019
RM04655
RM01356
RM05327
RM00490
RM00024
RM02540
RM00026
RM00027
RM02575
RMO06644

True Value
2004 + 10 pg/mL
2008 + 10 pg/mL
2007 # 10 pg/mL
2009 + 10 pg/mL
2009 £ 10 pg/mL
2009 =+
2010 =
1998 *
2008 *
2006 + 10 pg/mL
2005 £ 10 pg/mL

12008 + 10 pg/ml.
2005 + 10 pg/mL
2010 + 10 pg/mL.
2009 *
2009 + 10 pg/mL
© 2008 *+ 10 pg/mb
2009 +
2010 +
2007 %

H

10 pg/mL
10 pg/mL
10 pg/mL
10 yg/mL

+

<=

10 pg/mL

10 pg/mL
10 pg/mL
10 ug/mL

9001, and calibrated Class A glassware in the manufacturing of these standards.

[ACCREDITED)

1SO 17025
Accredited

A2LA

Gert. No, 0851-01

\ ARDL Inc

1S0 9001
Registered

TUV USA, Inc.
Cert. No. 03-1609

250 Smith Street, North Kingstown, Rl 02852 USA

401-294 9400 Fax: 401-295-2330

www.ultrasci.com

Report Number 6612 - Sea Cucumber - Volatiles - 8260B
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ULTRA

SCIENTIFIC

( Analytical Solutions

Product Number: DWM-589N

Lot Number:

CK-2561

Analyte
1,2-dibromo-3-chloropropane

1,2-dichloropropane
1,3-dichloropropane
2,2-dichloropropane
1,1-dichloropropene
cis-1,3-dichloropropene
trans-1,3-dichloropropene
hexachlorobutadiene
1,2,3-trichloropropane
benzene
n-butylbenzene
sec-butylbenzene
tert-butylbenzene
ethylbenzene
isopropylbenzene
4-isopropyltoluene
naphthalene
n-propylbenzene
styrene

toluene
1,2,4-trimethylbenzene
1,3,5-trimethylbenzene
o-xylene

m-xylene

VOC Mixture

Lot Issue Date: 06-Aug-2013

CAS#
000096-12-8
000078-87-5
000142-28-9
000594-20-7
000563-58-6
010061-01-5
010061:02-6
000087-68-3
000096-18-4
000071-43-2
000104-51-8

000135-08-8

000098-06-6
000100-41-4
000098-82-8
000099-87-6

000091-20-3

000103-65-1
000100-42-5
000108-88-3
000095-63-6
000108-67-8
000095-47-6
000108-38-3

Analyte Lot
RM03703

RM02091
RM02080
RM04312
RMO1234
RMO01442
RMO01443
RM00438
RM02562
RM03830
RM03651
RMO01800
RM00043
RM00783
RM00835
RMO00046
RM02406
RM02468
RM04479
RM02555
RM00050
RM02565
RM00052
RM00053

Certificate of Analysis

Page:

20f3

Expiration Date: 30-Sep-2016

True Value
2006 + 10 pg/mL

2005 + 10 pg/mbL
2006 + 10 pg/mL
2005 + 10 pg/mL
2003 + 10 pg/ml
2003 + 10 pyg/mL
2005 + 10 pyg/mL
2006 + 10 pg/mL
2008 + 10 pg/mL
2005 + 10 pg/mL
2000 + 10 pg/mL
2003 & 10 pg/mL
2009 + 10 pg/mL
2004 = 10 pg/mL
2009 + 10 pg/mL
2001 + 10 pg/mL
2005 % 10 pg/mL
2008 + 10 pg/hL
2002 + 10 pg/mL
2009 + 10 pg/mL
2004 + 10 yg/mL
2010 + 10 pg/mL
2002 + 10 pg/mL
2002 % 10 pg/mL

ULTRA uses balances calibrated with weights traceable to NIST in compliance with ANSI/NCSL Z-540-1 and 1SO
9001, and calibrated Class A glassware in the manufacturing of these standards.

[ACCREDITED|

1SO 17025
Accredited

A2LA

Cert. No. 0851-01

ARDL Inc

1S0 9001
Registered

TUV USA, Inc,
Cert. No. 09-1009

250 Smith Street, North Kingstown, Rl 02852 USA
4}_01-294-9400 Fax: 401-295-2330

www.ultrasci.com

Report Number 6612 - Sea Cucumber - Volatiles - 8260B
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ULTRA

SCIENTIFIC

Analytical Solutions

Product Number: DWM-589N

Lot Number: CK-2561

Analyte

p-xylene
bromobenzene
chlorobenzene
2-chlorotoluene
4-chlorotoluene
1,2-dichlorobenzene
1,3-dichlorobenzene
1,4-dichlorobenzene
1,2,3-trichlorobenzene

1,2,4-trichlorabenzene
Matrix: methanol (methyl élcohol)

Storage: Storeat<4°C

ULTRA uses balances calibrated with weights traceable to NIST in compliance with ANSI/NCSL Z-540-1 and I1SO
9001, and calibrated Class A glassware in the manufacturing of these standards.

(
[ACCREDITED)

iSO 17025
Accredited

A2LA

Cert, No, 0851-01

ARDL Inc

1S0 2001
Registered

TUV USA, Inc,
Cert. No, 09-1009

VOC Mixture

CAS#
000108-42-3

000108-86-1
000108-90-7
000095-49-8
000106-43-4
000095-50-1
000541-73-1
000106-46-7
000087-61-6
000120-82-1

Certificate of Analysis

Lot Issue Date: 06-Aug-2013

Analyte Lot
RMO02647

RMO00056
RM01874
RM03906
RMO1866
NT00355

NT00356

RM04303
RM02563
RM00063

250 Smith Street, North Kingstown, Rl 02852 USA
401-294 9400 Fax: 401-295-2330
www.ultrasci.com

Report Number 6612 - Sea Cucumber - Volatiles - 8260B

3of3
Expiration Date: 30-Sep-2016

True Value
2006 *

2008 *
2008 *

2010 %

2009 +
2004 + 10 pg/mL

2003
2008
2009

+

4

*

2008

10 pg/mL
10 pg/mL
10 pg/mL
10 pg/mL
10 pg/mL

10 pg/mL
10 pg/mL
10 pg/mL
10 pg/mL

Quality ssuranc

anager

Page 38 of 142



Yecd Alwie

(ﬁTRA Certificate of Analysis
. SCIENTIFIC

Analytical Solutions

Methyl tert-Butyl Ether Solution

Product Number: STS-440 Page: 1of1
Lot Number: CG-4444 Lot Issue Date: 03-Jan-2011 Expiration Date: 31-Jan-2015

This Certified Reference Material (RM) was manufactured and verified in accordance with ULTRA's ISO 8001
registered quality system, and the analyte concentrations were verified by our ISO 17025 accredited
laboratory. The true value and uncertainty value at the 95% confidence level for each analyte, determined

gravimetrically, is listed below.

Analyte CAS# Analyte Lot True Value
tert-butyimethyl ether 001634-04-4 46160, 2007 = 10 pg/mL

Matrix: methanol (methyl alcohol)

Storage: Stofeat<4°C

ULTRA uses balances calibrated with weights traceable to NIST in compliance with ANSI/NCSL Z-540-1 and ISO
9001, and calibrated Class A glassware in the manufacturing of these standards.

Y

~
et

AGCREDI

180 17025:2005 150 9001:2008 250 Smith Street, North Kingstown, Rl 02852 USA WillAm-P Le
Aoere oA UV U8 e 401-204-9400 Fax: 205-2330 Quality pssurancef/flanager
Cert. No, 0851- Cert. No, 09-1009 www.ultrasci.com

01
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660 Tower Lanes P.0O. Box 599 « West Chester, PA 19381-0599
1-800-452-9994 » 1-610-692-3026 * Fax 1-610-692-8729
infofchemservice com * wyow. chemservice, com

CERTIFICATE OF ANALYSIS

Mixture of 3 analytes

CONCENTRATION Varied concentration in Methanol
CATALOG NUMBER SP-1022345DSZ-1ML
LOT NUMBER 2246900
DATE CERTIFIED 12/10/13
EXPIRATION DATE 12/31/14
STORAGE Room Temperature
HANDLING See MSDS
INTENDED USE For Laboratory Use Oniy
Weight
: Analyte Certified Concentration
ID Analyte CAS (mg) Lot Purity {ug/mL)
N-11686 Dicyclopentadiene 77-73-6 25.600 00011137  99.00 . 1013.8
N-15088 Bicyclo[2,2,1]hepta-2,5-diene 121-46-0 25.400 396800 99.50 1010.9
N-11034 Acrylonitrile R 107—13—1. 51.100 00008601 99.50 2033.8
Analytical Test Value
CONCENTRATION (GC/FID) VERIFIED ,
Instructions for Use:

Shake mixture prior to use. Ifparticles are present, sonicate for homogeneity. If sample is diluted to lower
concentrations, Class A volumetric glassware must be used.

Minimum Saruple Size- 0.2 uL. for Direct Injection.

Chem Service Inc. guarantees the expanded uncertainty of the above analytes to be +/- 2.0% of the certified
concentrations based on gravimetric preparation. The test results published in this report were obtained using
equipment capable of producing results that are traceable to NIST and through NIST to the International System of
Units (ST). The reported expanded uncertainty of measurement is stated as the combined standard umcertainty of
measurement multiplied by the coverage factork (k=2) such that the coverage probability corresponds to approx-
imately 95%. For certified reference materials, homogeneity and thenmal stability testing are available upon request.

Certified By:
77@‘7 &t 8 Ovnnell
Mary Beth O’Donnell
CSM/TC
COA Form {%%} A
Revision 1 (01/2013) ™ 150 9001 © ISOMEC 17025 SO GO S

Cerfificate Number:31610  Accreditstion Number:63520 Accreditation Number:63520

ARDL Inc Report Number 6529%ea CuchmB&r - Voldtiles - 82608 _ Page 40 of 142



ARDL Inc

660 Tower Lanee P.O. Box 509 @ Wesl Chester, PA 19381-0599
1-800-452-9994 » 1-610-692-3026 * Fax 1-610-692-8729
info@chemservice com & www.chemservice, com

CERTIFICATE OF ANALYSIS

s Chramatography § Flame loniation Geleder [BOFI)
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Certifioate Number:31610  Accreditation Number:63520 Accreditation Number:63520
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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

&N

N
X

A
A
3

\\\‘\“'”I'!f

7,
Gl ol u\\‘

150 Guide 32 Accredited
Reference Materia) Froducer
Cenifimte $3222.01

ISONES 17025 Accredwed
Testing taboratory
Cortificate £2222.02

Catalog No. :

Description :

Container Size :

Expiration Date :

Elution

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.

30006 Lot No.: A090981

VOA Calibration Mix #1

Calibration Std #1 ketones 5000ug/mL, P&T MethanolNVater(QO 1 0),
1mL/ampul

2mL Pkg Amt: >1mL

0°C or colder

December 2015 Storage:

-CERTIFIED VALUES

Compoﬁnd Grav. Conc.

Expanded Uncertainty

(95% Cil K=2)

1 Acetone 5,000.0 pg/ml +- 29.0704 pg/mL Gravimetric
CAS#  67-64-1 +- 399.3449 pg/ml Unstressed
Purity  99% -+~ 399.5405 pg/ml Stressed
2 2-Butanone (MEK) 5,000.0 pg/mL +-~ 29.0704 pg/mL Gravimétric
CAS# 78933 -+~ 399.3449 pg/mL Unstressed
Purity  99% +/-  399.5405 ug/ml Stressed
3 4-Methyl-2-pentanone (MIBK) 5,000.0 pg/ml. +- 29.0704 pg/mL ‘Gravimetric
CAS#  108-10-1 +- 399.3449 pg/ml Unstressed
Purity  99% +-  399.5405 pg/mL Stressed
4 2-Hexanone 5,000.0 pg/ml +- 29.0704 pg/mL " Gravimetric
CAS#  591-78-6 +/- 399.3449 pg/mL Unstressed
o Purity — ---9% +/~ 399.5405 pg/mL Stressed
Solvent:  P&T Methanol/Water (90:10)
CAS#  67-56-1/7732-18-5
Purity 99% !

ARDL Inc

Report Number 6612 - Sea Cucumber - Volatiles - 8260B

Page 42 of 142
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Absolute Standards, Inc.

800-368-1131
www.absolutestandards.com

‘d ISO 9001 QS Registered
ISO 17025-34-35-43 Accredited

Scopes: hitp://AbsoluteStandards.com
71413 -

GIF” T=IED WEIGHT REPORT

( Part Number:
Lot Number:
Description:

Expiration Date:

[

2001

22613

[=]

Lot #
DE997Q2

Solvent(s):
Methanol

EPA Method 502.2/524.2 Volatile Organic Compounds

54 components
022616

ey 022613

Formulaled By: Justin Dippold DATE]

% ;’éé; : 022613

Recommended Storage: Freezer (0 °C)
Nominal Concentration (ug/mL): 2000
BE-05  Batance Uncertainly Reviewed By: Pedro L. Rentas DATE
Volume(s) shown below were combined and diluled to: 200.0 0.015  Flask Uncertalnty '
. MSDS Information
Part Lot Dil. Initial  Uncertainty Initial Final Expanded (Solvent Safety Info. On Attached pg.)
Comgoung Number  Number Factor Vol. (mL) _ Pipelle Conc.{ug/mL) Conc.{ug/mL)  Uncertainty CAS# OSHA PEL (TWA) LD50
1. Bromodichloromethane 30171 122112 0.10 20.00 0.011 20016.1 2001.5 0.00408  00075-27-4 NA - orl-rat 916mg/kg
2. Dibromochloromethane 30171 122112 0.10 20.00 0.041 20011.7 2001.1 0.00408  00124-48-1 - NA orl-rat 848mg/kg
3. cls-1,2-Dichloroethene 30171 122112 010 20.00 0.011 20018.4 2001.7 0.00404  00156-59-2 NIA /A
4. trans-1,2-Dichloroethene 30171 __ 122112 0.10 20.00 0.011 20001.9 2000.1 0.00408  00156-60-5 NA orl-rat 1235ma/kg
5. Methylene chioride 30171 122112 0.10 20.00 0.011 20004.5 2000.4 0.00401 _ 00075-09-2 500 ppm or-rat 2136mg/kg
6. 1,1-Dichloroethene 32251 122142 0.10 20.00 0.011 20002.4 2000.1 0.00404 _ 00075-35-4 _ 1 ppm (4mgh H) __ orl-rat 200mg/kg
7. Bromochlorc h 30160 102011 0.10 20.00 0.011 20007.7 2000.7 0.00404 _ 00074-97-5_200 ppm (1050mg/m3/8H) orl-rat 5000mg/kg
8. Bromoform 30160 _ 102011 0.10 20.00 0.011 20007.8 2000.7 0.00404  00075-25-2 0.5 ppm (5mg/m3) (skin) oil-rat 1147mg/kg
9. Carbon tetrachloride 30160 102011 0.10 20.00 0.011 20008.4 2000.8 0.00402  00056-23-5 2ppm (12 8H) _orl-rat 2350mg/kg,
10. Chioroform 30160 102011 0.10 20.00 0.011 20006.5 2000.6 0.00400 _ 00067-66-3_ 50 ppm {240mg/m3) (CL) orl-rat 908mg/kg
11. Dibromomethane 30160 102011 0.10 20.00 0.011 20007.7 2000.7 0.00404  00074-95-3 N/A orl-rat 108mg/kg
12. 1,1-Dichloroethane 30160 102011 0.10 20.00 0.011 20005.3 2000.4 0.00404  00075-34-3 100 ppm orl-rat 725mgrkg
13. 2,2-Dichloropropane 30160 _ 102011 0.10 20.00 0.011 20011.0 2001.0 0.00408  00594-20-7 A N/A
14. Tetrachloroethens 30160 102011 0.10 20.00 0.011 20017.2 2001.6 0.00404 _ 00127-18-4 :5 ppm (170mg/m3/8H)(fina orl-rat 2629mg/kg
15. 1,1,1-Trichloroethane 30160 _ 102011 0,10 20.00 0.011 20014.4 2001.3 0.00404  00071-55-6 350 ppm (1900mg/ma/8H)ork-rat 10300ma/kg
16. 1,2-Dibromo-3-chloropropane 30161 072312 0.10 20.00 0.011 20020.9 2002.0 0.00404 _ 00096-12-8 0.001 ppm orl-rat 170mgikg
17. 1,2-Dibromoethane 30161 072312 0.10 20.00 0.011 20023.4 2002.2 0.00404  00108-93-4 20 ppm (8H) oil-rat 108mg/kg
18. 1,2-Dichlorosthane 30161 072312 0.10 20.00 0.011 20004.5 2000.4 0.00401 00107-06-2 50 ppm (6H) oil-rat 670mg/kg
19. 1,2-Dichloropropane 30181 072312 0.10 20.00 0.011 200229 2002.2 0.00404  00078-87-5 75 ppm (350mg/m3/8H) on-rat 1947ma/kg
20 -+ 3-Dichloropropane 30161 072312 0.10 20.00 0.011 20007.0 2000.6 0.00404  00142-28-9 N/A Jnr-mus 3600mgikg
{ -Dichloropropens 30161 072312 0.10 20.00 0.011 20022.3 2002.1 0.00404  00563-58-6 N/A N/A
! Ze. us-1,3-Dichloropropene 30161 072312 0.10 - 20.00 0.011 200144 2001.3 0.00404  10061-01-5 - NiA N/A
23. trans-1,3-Dichloropropene 30161 072312 0.10 20.00 - 0.011 20012.2 2001.1 0.00404  10061-02-6 NIA N/A
24, Hexachloro-1,3-butadiene 30161 072312 0.10 20,00 0.011 20007.3 2000.6 0.00408 _ 00087-68-3 _0.02 ppm (0.24mg/m3/8H) _orl-rat 90ma/kg
25. 1,1,1,2-Tetrachloroethane 30161 072312 0.10 20.00 0.011 20007.5 2000.7 0.00404  00630-20-6 NIA oil-ral 670mg/kg
26. 1,1,2,2-Tetrachloroethane 30161 072312 0.10 20.00 0.011 20008.0 2000.7 0.00404  00079-34-5 5 ppm {35mg/m3/gH){skin) osl-ral 800mg/kg
27. 1,1,2-Tiichloroeth 30161 072312 0.10 20.00 0.011 20008.2 2000.7 0.00408 _ 00079-00-5 10 ppm (45mg/m3/8H){skin_on-ral 836m:
28. Trichloroethene 30161 072312 0.10 20.00 0.011 20012.5 2001.2 0.00402  00079-01-8 50 ppm (270mg/m3/8H) orl-mus 2402mg/kg
29. 1,2,3-Trichloropropana 30161 072312 0.10 20.00 0.011 20009.5 2000.9 0.00404  00096-18-4 10 ppm (60mg/m3/8H) __orl-rat 320mgikg
30. Benzene 30162 102711 0.10 20.00 0.011 20014.6 20014 0.00415  00071-43-2 1 ppm orl-rat 4894mg/kg
31. Bromobenzene 30162 102711 0.10 20.00 0.011 20033.7 2003.3 0.00418 _ 00108-86-1 NA orl-rat 2699mg/kg.
32, n-Butyl benzene 30162 102711 0.10 20.00 0.011 20007.5 2000.7 0.00418  00104-51-8 NA N/A
33. Ethyl benzene 30162 102711 0.10 20.00 0.011 20004.9 2000.4 0.00415 _ 00100-41-4 100 ppm (435mg/m3/8H) otl-rat >2000ma/kg
34. p-Isopropyl toluene 30162 102711 0.10 20.00 0.011 20026.0 2002.5 0.00418 _ 00099-87-6 N/A orl-rat 4750mg/kg
35. Naphthalene 30162 102711 0.10 20.00 0.011 20011.8 2001.1 0.00418  00091-20-3 10 ppm (50mg/m3/8H) __orl-ral 490magrkg
36. Styrene 30162 102711 0.10 20.00 0.011 20011.3 2001.0 0.00418  00100-42-5 100 ppm orl-rat 5000malkg
37. Toluene 30162 102711 0.10 20.00 0.011 20007.1 2000.6 0.00418  00108-88-3 200 ppm orl-rat 5000mgrkg
38. 1,2,3-Trichlorobenzene 30162 102711 0.10 20.00 0.011 200283 2002.7 0.00418  00087-61-6 N/A Ipr-mus 1390mg/kg
39. 1,2,4-Tiichlorobenzene 30162 102711 0.10 20.00 0.011 20016.6 2001.6 0.00418  00120-82-1 _5ppm (CL) {: /m3) __on-rak 766mglkg |
40, 1,2,4-Trimethylbenzene 30162 1027141 0.10 20.00 0.011 20014.7 2001.4 0.00422  00095-63-6 N/A orl-rat 5g/kg
41, 1,3,5-Trimethylbenzene 30162 102711 0.10 20.00 0.011 20011.3 2001.0 0.00422  00108-67-8 N/A N/A
42, m-Xylene 30162 102711 0.10 20.00 0.011 20013.4 2001.3 0.00418  00108-38-3 100 ppm {: 8H) _ orl-rat 5g/kg
43. tert-Butyl benzene 30163 102011 0.10 20.00 0.011 20002.3 2000.1 0.00404  00098-06-6 N/A N/A
44, sec-Bulyl benzene 30163 102011 0.10 20.00 0.011 20001.8 2000.1 0.00404  00135-98-8 NA orl-rat 2240mglkg
45, Chlorobenzene 30163 102011 0.10 20.00 0.011 20006.7 2000.6 0.00404  00108-90-7 75 ppm (350mg/m3/8H) _orl-rat 2290mg/kg
46. 2-Chlorotoluene 30163 102011 0.10 20.00 0.011 20006.4 2000.5 0.00404  00095-49-8 50 ppm (250mg/m3/8H) un-ral 5700mg/kg
47. 4-Chlorotoluene 30163 102011 0.10 20.00 0.011 20003.7 2000.3 0.00404  00106-43-4 N/A oil-rat 2100mgrkg
48. 1,2-Dichlorobenzene 30163 102011 0.10 20.00 0.011 20003.1 2000.2 0.00404 _ 00095-50-1 50 ppm (300mg/m3) (CL} _orl-ral 500mg/kg
49, 1,3-Dichlorobenzene 30163 102011 0.10 20.00 0.011 20003.8 2000.3 0.00408  00541-7341 N/A Ipr-mus 1062mglkg
50, 1,4-Dichlorobenzene 30163 102011 0.10 20.00 0.011 20029.8 2002.9 0.00404  00106-46-7 75 ppm (450mg/m3/8H) _orl-rat 500mg/kg
51. Isopropylbenzena 30163 102011 0.10 20.00 0.011 20006.1 2000.5 0.00408  00098-82-8 50 ppm (245mg/m3/8H) _orkrat 1400mafkg
52. n-Propylbenzene 30163 102011 0.10 20.00 0.011 20013.7 2001.3 0.00408 _ 00103-65-1 N/A orf-rat 8040mg/kg
§3. o-Xylene 30163 102011 0.10 20.00 0.011 20008.2 2000.7 0.00408 __ 00095-47-6 100 ppm {435mg/m3/8H) Ipr-mus 1364mg/kg
54 n-Xylene 30163 1020141 0.10 20.00 0.011 20007.6 2000.7 0.00404  00106-42-3 100 ppm (435mg/m3/8H) __orl-tat 5g/kg
{
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18O 17025-34-35-43 Accredited
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Run 37, “P32001 L022613 [2000ug/mL In MeOH]-PID"

Run Length: 59.89 min, 35997 polns at 10 points/second.
Crealed: Tus, Feb 26, 2013 al6:36:10 PM.
Sampled: Sequence “022313-GC1", Method “GC1-M7",

PIDRT  ELCDRT

Analyzed using Melhod "GC1-M7", Analyta (min.) __ (min.)
1,1-Dichloroethene 11.23 11.25
Comments Methylene chiorde NA 13.28
GG1-M7 Analysis by Candice Warren e orostens Yz P
Column 1D SPB-Vocol 105 mater X 0.53mm X 3.0um film thickness 212 Dichloropropane o 811
Flow raes: Tolal flow = 150mLimin., Helium (carrier} = 10mLimln,, cle-1.2-Dichlorocthene 1033 1835
Helium {make-up) = 40mLimin, Hydogen (make-up) = 100mLimln., Chloroform A 1992
Oven Profile: Temp, 1= 35°C (Tima 1'= 10 min.), Temp 2= 200°C (Time 2= 875 min.), promochloromethane A 1555
Rale = 4°C/min., Total run lime =60 min, Injsclor lemp. = 200°C, PID Temp. = 200°C. 1,1, 1-Trichloroethane NA 2029
ELCD Signal = Edaq Channel 1 PID Signal 5 Edag Channel 2 1,1-Dichoropropene 2081 20.84
Standard injection = 0.5L, Range=4 Purge Valve = 8 min Carbon tetrachiorlde NA 21.16
1,2-Dichloroethane NA 21.88
320000 Benzene 21.88 NA
a Trichloroethane 23.92 23,94
1,2-Dichloropropane NA 24.62
2500001 Bromodichloromethane NA 25.48
Dibromomethane NA 25.68
<is~1,3-Dichloropropene 27.34 22,36
o000 Toluene 28.38 NA
b . trans-1,3-Dichloropropene 29.11 29,44
200000 1,1,2-Trichloroethane NA 29.67
1,3-Dichloropropane NA 30.59
B Tetrachloroethene 30,59 30.59
g_ 100000 Dibromochloromethane NA 3147
1,2-Dibromoethane NA 3215
o 0 Chtorobenzene 33,55 33.57
1260007 1,1,1,2-Tetrachloroethane NA 3373
° . Ethylbenzene 33.70 NA
SO0 e m-Xylene 33,96 NA
n " k4 Pp-Xylene 33.96 NA
- ~ o-Xylene 35.51 NA
40000 Styrene 35.68 NA
fsopropylbenzene * 36.78 NA
. . Bromoflorm NA 36.98
4 - e — - — . = T 1,1,2,2- NA 37.5¢
10 20 :;g) 40 50 1,2,3-Trichloropropane NA 38.06
mi n-Propylbenzene 28.22 NA
" Bromobenzena 38,42 3845
1,3,5-Trimethylbenzene 38,78 NA
Run 37, “P32001 L022613 [2000yg/mL In MeQHJ-ELCD" 2-Chlosotoluene 3887 3890
4-Chlorotoluene 39,05 39.07
Run Length: 59.89 min, 35997 points al 10 points/second. e e prosdioe
Created: Tue, Feb 26, 2013 at 6:36;10 PM, cverButyibenaene 062 NA
Sampled; Sequence “022313-GC1*, Melhod "GC1-M7°. p-Isopropyltoluene 4193 NA
-2 ;
Analyzed using Method “GC1-M7". 1,3-Dichlorobenzene 4171 4173
1,4-Dichlorobenzene 42,11 42,13
Comments . n-Butylbenzene 42.83 NA
GG1-M7 Analysls by Candice Warren 1,2-Dichlorobenzene 4347 4349
Column ID SPB-Vocol 105 meler X 0.53mm X 3.0pm fifm thickness 1,2-Dibromo-3-chioropropane NA 46.44
Flow rates: Total flow = 150mL/min., Helium (carrier) = 10mLfmin., 1,2,4-Tricklorobenzene 4958 49.60
Hetium (make-up) = 40mb/min., Hydogen {make-up) = 100mL/min., Hexachlorobutadiene 50.06 5009
Ovan Profile; Temp. 1 =35°C (Time 1 =10 min.), Temp 2 =200°C (Tima 2 = 8.75 min.), Naphthalene 5058 NA
1,2,3-Trichlorobenzene 51,49 51.52

Rale = 4'C/min., Tolal run time = 60 min. Injeclor femp, = 200°C, PID Temp. = 200°C.
ELCD Signal = Edag Channel 1 PID Signal = Edaq Channel 2

Standard injection == 0.5pL, Range=4 Purge Valva = 8 min

("

1000000
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8000007
o000 o
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A00000:
200000
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ARDL Inc

TraceCERT®

Traceable Cettified Reference Materials

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

W @surELco

Certificate of Analysis

Description: Methyl tert—butjl ether, 1x1ml, 2000pg/ml in methanol

Catalog Number: CRM48483
Lot Number: L.LB94566
Expiraﬁon Date: July 2015
Storage: Room Temperature

£

Analytical Method Parameters:
Column: VOCOL 105m x 0.53mm x 3.0um df
50°C for 4 min to 160°C at 10°C/min
Detector: FID, 310°C
Injection Volume: 1.0ul,

FIDT A, Front Sgnal (023FC0000002.0)
]
6000
5000
4000+
¢
30004
2000
1000
0 T T T I T T T l T T T l T T T l T T L} I L} T T ' T T T I T
0 2 4 6 8 10 12 14 mif
Certified Expanded
Lot CAS Chromatographic Gravimetric Uncertainty Analytical Conc.
Elution Analyte Number Number Purity % (1) Conc. pg/ml (2)  pg/ml (3) ug/ml (2)
1. Methyl tert-Butyl ether LB94137 1634-04-4 99.9 1999 5.89 2061
Internal Standard N/A N/A N/A N/A N/A N/A
Produced in double accredited Page 1 of 2

taboratory fulfuliing

ISOMEC 17025 ana
150 Guide 34

REFERENCE MATERIAL PRODUCER

Cert# AR-1606

Cert# AT-1607

SIENIA~ALDFNTHT
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Cert# AT-1607

Notes: . . - P

* 1. All starting materials are Certified Reference Materials.

« 2. NIST traceable weights are used to verify balance calibration with the preparation of each lot.
Concentration of analyte in solution is ug/ml. Weights are corrected for analytes less than 98% pure.

« 3. Certified value is the gravimetric concentration weighted at room temperature. Uncertainty of the ,
gravimetric concentration in this document are expressed as Expanded Uncertainty (Ucrm) corresponding to
the 95% confidence interval. Ucrm is derived from the combined standard uncertainty multiplied by the
coverage factor k =2. The components of combined standard uncertainty include the uncertainties due to
characterization, production, homogeneity, long-term stability and short-term stability. The components due to
stability are generally considered to be negligible unless otherwise indicated by stability studies.

« Homogeneity was assessed in accordance with ISO Guide 35. Completed units were sampled using a random
stratified sampling protocol. The results of chemical analysis were then compared by Single Factor Analysis
of Variance (ANOVA). The uncertainty due to homogeneity was derived from the ANOVA. Heterogeneity
was not detected under the conditions of the ANOVA.

» Product intended for laboratory use only. Supelco warrants that its products conform to the information
contained in this publication. Purchaser must determine the suitability of the product for its particular use.
Please see the latest catalog or order invoice and packing slip for additional terms and conditions of sale.

Cause-Effect Diagram for Uncertainty Contributions
weight of purity darting
starting material matetial
{mew) (Pem)
weighing characterization
walue )
cettified
- = concentration
homogeneity sg;ﬁzn (Coard
solventquality bszbﬁ:’n
volume of dilution and storing
batch solution homogenization  hehavior
(Mend (Hom) {Store)
Test Date: August 02, 2012 B ;
Form: CRM48483 o wnj{
Duane Funk
QC Manager

ACLASSRRACLASS

Produced In double accredited
laboratory fulfulling
ISO/IEC 1 7025 and
TESTING REFERENCE MATERIAL PACDUCER

Cortt ARABOS ISO Guide 34 |
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|1\1 25 '\ﬂarket S&e}%t ; A N ® @M’ M) Tel (203)786-5290
ew Haven, 6513 Fax (203)786-5287
USA ACCU Staﬂda I'd ¥ I nc. (5\%\ lts‘%w.AccuStandard.com
CATALOG NO: S-2932-R1 EXPIRATION: Sep 4,2014
DESCRIPTION: RMA Compounds DATE CERTIFIED: Sep 4, 2012
LOT; 212081711 . SAMPLE SIZE: 1.5mL
SOLVENT: Methanol STORAGE CONDITION: Refrig (0-5° C)
Refer to the MSDS for HAZARDS: HIGHLY FLAMMABLE
additional safety
information
Included on ISO/IEC 17025 Scope of Accreditation
Included on 1SO Guide 34 Scope of Accreditation
Component Cas Number Purity %  Prepared Certified Analyte
‘ Concentration’ Concentration?
(GCIFID) (Mg/mL) (Hg/mL)
Acrylonitrile TVRER BT S 4004 399.6
Bicyclo[2,2,1]hepta-2,5-diene 121-46-0¢ 991 201.2 1994
1,2-Dibromo-3-chloropropane . 96-12-8 100 200.7 200.7
Dicyclopentadiene - 11136 98.9 \ 2016 199.4
1
4 Components
1. All weighls are traceable through NIST, Test No, 822-275872-11
2. Gertliled Analyte Concentration = Purity x Prepared C tion, The L i laled with the i
values repoded on this cemﬁcale is £0.24%. The CRM Uncenalnty calcutated for this, producl Is 5%, These values
ate the exp ty and rep an esti slandar deviation equal to the posilive square foot of the
{otal variation of the Infy of ls. A normal distr is anda faclor of K=21s
chosen using approximalely a 95% confidence fevel.
3. A product with a suffix (-1A, -28, elc, or-01, -02, etc) on its lot# has had its expiration date extended and Is Identical
to lhe same [ot# without the suffix.
For use in routine laboratory analysis.
Cerlified by: JQ Ca—nwv_
Russ Cooper, QC Manager
AccuStandard is accredited to ISO Guide 34, ISO/IEC 17025 and certified to ISO 9001 OR-ORGNO-00I

ARDL Inc
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usa

Catalog No: APP-9-035-20X
Desctiption: Carbon disulfide -
Lot: 212071234
Solvent: Methanol

e AccuStandard? Inc. Q% R
CERTIFICATE OF ANALYSIS 1l

Date Certified: Juf 18, 2012
Expiration: Jul 18, 2022
Sample Sjze: 1 mlL
Storagé Condition: Refrig (0-5° C)
Hazards: HIGHLY FLAMMABLE

Included on ISO/JEC 17025 Scope of Accreditation
Included on 1SO Guide 34 Scope of Accreditation

Component

Carbon disulfide

AccuStandard follows U.S. conventions in
reporting numerical values on both'certificates
and labels:

A comma (,) is used to separaté units of
I one-thousand or greater.
A period {.) isused as a decimal place marker.

See reverse side for additional inform-vation
Refer to the MSDS for additional safety information

AccuStandard is accredited to ISO Guide 34, ISO/IEC 17025 and certified to ISO 9001 i

i, 02 Prepared Certified Analyte
CAS# Purity % Conpcentratlon Concentratlor},
MFG (pgfml) - (pg/mL)

75-15-0 99.9 2005 2003

1. All weights are traceable through NIST, Test No.822-275872-11

2, Certifled Analyte Concentration = Purity x Prepared Concenfration, The
Uncertainty associated with the gravimelric values reported on this certificate is
+0.24%. The CRM Uncertainty calculated for this product is +5%. These values are
the expanded uncertainty and represent an esfimated standard deviation equal to
the positive square root of the total variation of the unceriainty of components. A
normal distribution Is assumed and a coverage factor of K=2 Is chosen using
approximately a 95% confidence level. A

e e e
e e e e

3. A product with a suffix (-1A, -2B, etc. or -01, -02, efc.) on ils lot# has had its
explration date extended and is identical fo the same lot# without the suffix.

For use in routine laboratory analysis.

Certified by: __—R. Cropen.

Russ Cooper, QC Manager
’

OR-QRG/INO-001
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TRA Cert|flcat9 of Analysis e IR
SCIENTIFIC

Analytical Solutions

VOC Gas Mixture

Ed

Product Number: DWM-544 Page: 1of1
Lot Number: CJ-4469 . Lot Issue Date:  18-Dec-2012 Expiration Date: 31-Jan-2016
This certified Reference Material (RM) was manufactured and verified in accordance with ULTRA's ISO 9001 registered quality

system, and the analyte concentrations were verified by our 1ISO 17025 accredited laboratory. The true value and uncertainty value
at the 95% confidence level for each analyte, determined gravimetiically, is listed below.

Analyte CAS# - Analyte Lot True Value

bromomethane 000074-83-9 RM00064 2001 £ 10 yg/mL
chloroethane 000075-00-3 RMO00065 2006 * 10 pyg/mL
chloromethane 000074-87-3 RM05290 2009 £ 10 pg/mL
dichloradifluoromethane 000075-71-8 RM0528¢9 2008 % 10 pg/mL
trichlorofluoromethane : 000075-69-4 RM00017 2005 + 10 pg/mL
vinyl chloride 000075—01-:1 RM05288 2008 £ 10 ug/mL

Matrix:  methanol {methyl alcchol)

Storage: Storeat<4°C

ULTRA uses balances calibrated with weights traceable to NIST in compliance with ANSI/NCSL Z-540-1 and ISO 9001, and calibrated
Class A glassware in the manufacturing of these standards.

[ACCREDITED]
1sO 12025%(_]0? ISO 900'1:2008 =
. o s
Cort.No. 0B9L01  Cort o 081008 250 Smith fgfgtéggggoK'gggggg; Rl 02852 USA Wiljtam J. Lefry
o7 e Quality Assurancg Manager
wwww.uitrascl.com .
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Methanol |
. ULTRA RESI-ANALYZED , @ A, ff/ s g, e
.' Far.Purge and Trap Analysls Bak %ﬂ“%%é%{g ﬁ ‘2 3 g}%
Y PERFORMANCE MATERIALS
: Material No.:9077-02
Batch No.: 0000038701
K] . ] Manufactured Date:2013/02/20
- . ‘ . Retest Date; 2018/02/19
‘ Certificate of Analysis
Test Specification 4 Result KRy
“Assay (CHaOH) (by GC, corrected for water) ' >= 99.9 % 100.0 '
" “*“Residue after Evaporation : - <= 1.0000 ppm < 0.1000
. Titrable Acid (ueq/g) ' s . <=03 <0.1 ‘
Titrable Base (ueq/g) ' ‘ - <=01 <0.01
_ Water (by KF, coulometric) . <=10.08% <0.01
. " Photolonization Detection (PID) Below CRQL - Passes Test PT
. Electroconductivity Detection (ELCD) Below CRQOL ’ Passes Test {PT

"

For Laboratory, Research or Manufacturing Use

-

Performance Tested for Use in EPA Methods
.:..500 Series for Drinking Water
*+600 Series for Wastewater
846 for Solid Waste

- Country of Origin: us

. ARDL Inc

. «-Packaging Site: Phillipsburg Mfg Ctl:’ & DC

. »Avantor ™ Performance Materials Inc. ]
3477 Cotporate Parkway. Suite #200. Center Valley, PA 18034. U.S.A. Phone: 610.573.2600 . Fax: 610.573.2610
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8260 Mix (ABS) | MTBE (S) RMA (ACC) {Ketones (ABS)| CS2 (ACC) MEOH Final Vol.
32001 CRM48483 $-2932-R1 82402 APP-9-035-20X (ub)

Lot 100113 Lot LB94566 | Lot 212081711 Lot 070313 Lot 212071234

2000 ug/mL | 2000 ug/mL { Varied Conc. 2000 ug/mL 2.0 mg/mL

R4733 R4517 R4413 R4511 R4438 R4493
Exp.10/01/16 |Exp. 07/2016] Exp. 9/04/14 | Exp. 07/03/16 |Exp. 07/18/22
25 25 250 50 25 1625 2000
Ketones/Acrylo/ Prep: 02/21/14
mé&p-Xylenes/DBCP = 50 ug/mL
OTHER =26 ug/mL EXP: 02/28/14
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8260 Mix (U) | MTBE (U) RMA (CS) Ketones (RES) | CS2 (ABS) MEQH Final Vol.

DWM-589N | STS-440-1 | SP-1022-345DSZ 30006 70060 (uL)

Lot CK-2561 | Lot CG-4444 | Lot 2246900 Lot A090981 Lot 121813

2000 ug/mL | 2000 ug/mL | Varied Conc. 5000 ug/mL 1000 ug/mL

R4502 R4230 R4649 R4531 R4661 R4493
Exp.09/30/16 |Exp. 01/31/15] Exp. 12/31114 | Exp. 12/2015 | Exp. 12/18/16
200 200 400 160 400 2640 4000

Ketones = 200 ug/mL Prep: 02/24/14
Acrylo/m&p-Xylenes = 200ug/mL . 7% U; . \gj .
All other = 100ug/ml Exp: 03/07/14 ﬂ%\ N (}N ‘\\}\\ &\
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Absolute Standards, Inc.

800-368-1131
www.absolutestandards.com

. @D Certifled Reference Material CRM

ISO 9001 QS Registered
ISO 17025-34-35-43 Accredited

Scopes: hﬂp://AbsoluteSt/:Ondards.com

TIFIED WEIGHT REPORT, .
( Part Number:
Lot Number:
Description:

. Explration Date:
Recommended Storage:
Nominal Concentration (pg/ml):

3200
100113

=

Lot #

DG596Q1t

Solvent(s):
Methanol

EPA Method 502.2/524.2 Volatile Organic Compounds

54 components

100116
Freezer (0 °C)
2000

(
SR

VJ’? L—;“/ 100113

Formulated By:

Vincent K. Crisclo, Jr. DATE

;/Zéé— %; 100113

ARDL Inc

Report Number 6612 - Sea Cucumber - Volatiles - 8260B

. 5E-05  Balance Uncertainty |{Reviewed By: Pedro L. Rentas DATE]
Volume(s) shown below were combined and diluted to: 200.0 0.015  Fask Uncertainty
MSDS Information
Pait Lot Dil. Initlal  Uncertalnty Initial Flnal Expanded (Solvent Safety Info. On Attached pg.)
Co;!!gound Number  Number Factor Vol. {ml) _ Pipelie Conc.(ug/ml) Concug/ml)  Uncertainty CAS# OSHA PEL (TWA) LDS0
1. Bromadichloromethane 30171 122112 0.10 20.00 0.011 20016.1 2001.5 0.00408  00075-27-4 NIA oit-rat 916markg
2. Dibromochloromethane 30171 122112 0.10 20.00 0.011 20011.7 2001.1 0.00408  00124-48-1 N/A orl-1at 848malkg
3. cis-1,2-Dichloroeth 30171 122112 0.10 20.00 0.011 20018.4 2001.7 0.00404  00156-59-2 NA A
4. trans-1,2-Dichloroelhene 30171 122142 0.10 20.00 0.011 20001.9 2000.1 0.00408  00156-60-5 N/A orl-rat 1235mg/kg
5. Methylene chioride 30171 122112 0.10 20.00 0.011 20004.5 20004 0.00401 _ 00075-09-2 500 ppm orl-rat 2136matkg
6. 1,1-Dichloroethene 32251 100113 0.10 20.00 0.011 20009.8 2000.9 0.00404  00075-35-4 __ 1 ppm{4mg/m3/8H) __otl-ral 200mg/kg
7. Bromochloromethane 30160 052313 0.10 20.00  0.011 20007.3 £000.6 0.00404  00074-97-5 200 ppm (1050mg/m3/8H) orl-ral 5000mgkg
8. Bromolorm 30160 052313 0.10 20.00 0.011 . 20005.9 2000.5 0.00404  00075-25-2 0.5 ppm (Smg/m3) {skin) orl-ral 1147mgrkg
9. Carbon fetrachloride 30160 052313 0.10 20.00 0.011 20005.8 2000.5 0.00402  00056-23-5 2 ppm (12.6mg/m3/8H) _orl-ral 2350ma/kg
10. Chioroform 30160 052313 0.10 20.00 0.011 20007.3 2000.6 0.00400 _ 00067-66-3 50 ppm (240mg/m3) (CL) _orl-rat 908mglkg
11. Dibromomethane 30160 052313 0.10 20.00 0.011 20006.1 2000.5 0.00404  00074-95-3 NIA orl-rat 108malkg
12. 1,1-Dichloroethane 30160 052313 0.10 20.00 0.011 20007.3 2000.6 0.00404  00075-34-3 100 ppm oil-rat 725matkg
13. 2,2-Dichloropropane 30160 052313 0.10 20.00 0.011 20005.9 2000.5 0.00408  00594-20-7 N/A NIA
14, Tetrachloroethens 30160 052313 0.10 20.00 0.011 20008.0 2000.7 0.00404 _ 00127-18-4 !5 ppm (170mg/m3/8H)(flna orl-rat 2629mg/kg
15, 1,1,1-Trichloroethane 30160 052313 0.10 20.00 0.011 20007.3 2000.6 0.00404  00071-55-6_350 ppm (1 /m3/8H)on-rat 10300ma/kg
16. 1,2-Dibromo-3-chloropropane 30161 072312 0.10 20.00 0.011 20020.9 2002.0 0.00404  00096-12-8 0.001 ppm orl-rat 170malkg
17. 1,2-Dibromosthane 30161 072312 0.10 20.00 0.011 20023.4 2002.2 0.00404  00106-93-4 20 ppm (8H) orl-rat 1(
18. 1,2-Dichloroethane 30161 072312 0.10 20.00 0.011 20004.5 2000.4 0.00401  00107-06-2 50 ppm (8H) otl-rat 670mg/kg
19. 1,2-Dichloropropane 30161 072312 0.10 20.00 0.011 20022.9 2002.2 0.00404  00078-87-5 75 ppm (35! i8H) _orl-rat 1947ma/kg
“ " 1,3-Dichloropropane 30161 072312 0.10 20.00 0.011 20007.0 2000.6 0.00404 . 00142-28-9 N/A Jnr-mus 3600mg/kg
( .,1-Dichloropropene 30161 072312 0.10 20.00 0.011 20022.3 2002.1 0.00404  00563-58-6 NA /A
ze. cis-1,3-Dichloropropene 30161 072312 0.10 20.00 0.011 20014.4 2001.3 0.00404  10061-01-5 N/A N/A
23. trans-1,3-Dichloropropene 30161 072312 0.10 20.00 0.011 20012.2 2001.1 0.00404  10061-02-6 N/A N/A
24. Hexachloro-1,3-butadiene 30181 072312 0.10 20.00 0.011 20007.3 2000.8 0.00408  00087-68-3 0.02 ppm (0.2dmg/m3/8H) _orl-rat 90maikg
25. 1,1,1,2-Tetrachlorosthane 30161 072312 0.10 20.00 0.011 20007.5 2000.7 0.00404  00630-20-6 N/A orl-ral 670ma/kg
26. 1,1,2,2-Tetrachloroethane 30161 072312 0.10 20.00 0.011 20008.0 2000.7 0.00404  00079-34-5_5 ppm (35ma/m3/9H){skin) orl-rat 800mg/kg
27. 1,1,2-Trichloroethane 30161 072312 0.10 20.00 0.011 20008.2 2000.7 0.00408  00078-00-5 10 ppm (45mg/m3/8H){skin_orl-rat 836mgikg
28. Trichloroethene 30161 072312 0.10 20.00 0.011 20012.5 2001.2 0.00402 _ 00079-01-6 50 ppm (270mg/ma/8H) _orl-mus 2402mglkg
29. 1,2,3-Trichloropropane 30161 072312 0.10 20.00 0.011 20009.5 2000.9 0.00404  00096-18-4 10 ppm (60mg/m3/gH) _orl-rat 320mglkg
30. Benzene . 30162 071613 0.10 20.00 0.011 20008.4 2000.6 0.00401 __ 00071-43-2 1 ppm oil-rat 4894mg/kg
31. Bromobenzene 30162 071613 0.10 20.00 0.011 20008.2 2000.7 0.00404  00108-86-1 N/A orl-ral 2699ma/kg
32. n-Butyl benzene 30162 071613 0.10 20.00 0.011 20014.4 2001.3 0.00404  00104-51-8 NIA N/A
33. Eihyl benzene 30162 071613 0.10 20.00 0.011 20010.0 2000.9 0.00401  00100-41-4 100 ppm (435mg/m3/8H) orl-rat >2000maikg
34. p-Isopropyl toluene 30162 071613 0.10 20.00 0.011 20012.0 20011 0.00404  00099-87-6 N/A orl-rat 4760ma/kg
35. Naphthaleng 30162 071613 0.10 20.00 0.011 20018.7 2001.8 0.00404 _ 00091-20-3 _ 10 ppm {50mg/m3/6H) _orl-ral 490mg/kg
36. Styrene 30162 071613 0.10 20.00 0.011 20019.9 2001.9 0.00404  00100-42-5 100 ppm orl-rat 5000markg
37. Toluene 30162 071613 0.10 20.00 0.011 20011.6 2001.1 0.00404  00108-88-3 200 ppm orl-rat 5000ma/kg
38. 1,2,3-Trichlorobenzene 30162 071613 0.10 20.00 0.011 20020.0 2001.9 0.00404  00087-61-6 N/A Ipr-mus 13%0ma’kg
39. 1,2,4-Trichlorobenzene 30162 071613 0.10 20.00 0.011 20013.4 2001.2 0.00404  00120-82-1 5 ppm (CL) {40mg/m3)} _orl-rat 756mgikg
40. 1,2,4-Trimethylbenzene 30162 071613 0.10 20.00 ' 0.011° 20012.6 2001.2 0.00408  00095-63-6 A orl-rat 5a/kg
41. 1,3,5-Trimethylbenzene 30162 071613 0.10 20.00 0.041- ‘20007.4 2000.7 0.00408  00108-67-8 N/A N/A
42. m-Xylene 30162 071813 0.10 20.00 0.011 20010.8 2001.0 0.00404  00108-38-3 100 ppm {435mg/m3/8H) __orl-rat 5g/kg
43. tert-Butyl benzene 30163 071913 0.10 20.00 0.011 20010.9 2001.0 0.00404  00098-06-6 N/A /A
44, sec-Butyl benzens 30163 071913 0.10 20.00 0.011 20014.4 2001.3 0.00404  00135-98-8 N/A ort-rat 2240mg/kg
485, Chlorobenzene 30163 071913 0.10 20.00 0.011 20011.0 2001.0 0.00404 _ 00108-90-7 75 ppm (350mg/m3/8H) orl-rat 2290ma/kg
46. 2-Chlerotoluene 30163 071913 0.10 20.00 0.011 20014.5 2001.4 1 0.00404  00095-49-8 50 ppm (250mg/m3/8H)_unr-ral 5700mgrkg
47. 4-Chlorotoluens 30163 071913 0.10 20.00 0.011 20009.4 2000.8 0.00408  00106-43-4 N/A oil-ral 2100ma/kg
48, 1,2-Dichiorabenzene 30163 071913 0.10 20.00 0.011 20006.1 2000.5 0.00404  00095-50-1 50 ppm (300mg/m3) (CL) _on-rat 500mg/kg
49, 1,3-Dichlorobenzene 30163 071913 0.10 20.00 0.011 20006.6 2000.6 0.00408  00541-73-1 NIA Ipr-mus 1062mgikg
50. 1,4-Dichlorobenzene 30163 071913 0.10 20.00 0011 20017.2 2001.6 0.00404  00106-46-7 75 ppm (450ma/m3/8H) _oil-rat 500malkg
51. Isopropylbenzene 30163 071913 0.10 20.00 0,011 20011.4 2001.0 0.00408  00098-82-8 50 ppm (245mg/m3/8H) _orl-rat 1400mg/kg
52. n-Propylbenzene 30163 071913 0.10 20.00 0.011 20010.0 2000.9 0.00408 _ 00103-65-1 N/A ort-rat 6040ma‘kg
53, o-Xylene 30163 071913 0.10 20.00 0.011 20005.6 2000.5 0.00404  00095-47-6 100 ppm (435mg/m3/8H) Ipr-mus 1364mg/kg
' a-Xylene 30163 071913 0.10 20.00 0.011 20013.8 2001.3 0.00404  00106-42-3 100 ppm (435mg/m3/8H) __orl-rat Sa/kg
(\ L
Part# 32001 Lot# 100113 1of2 Pripted: 1/23/2014, 2:43:54
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Absolute Standards, Inc. IS0 9001 QS Registered

800-368-1131 Cerlified Reference Malerial CRM ISO 17025-34-35-43 Accredited
www.absolutestandards.com ’ ‘ Scopes: hitp://AbsoluteStandards.com
Run 10, “P32001 100113 [2000ug/mL In MeOH]-PID" - il {
. 1,1-Dichloroethena 560 852 X
Run Length: 59.99 min, 35996 points at 10 points/second. Melhylens chlorkle NA - d0e7
Crealed: Tue, Oct 1, 2013 at 8:42:31 PM, e e e e
Sampled: Se_quence “100113-GC1", Method “GC1-M7". 2.2-Dichlofopropane WA 1576
Analyzed using Method “GC{-M7", dle5,2-Dichlorosthens 1558 1600
Chloroform HA 16.58
Comments - Bromfcﬂcmr::um::e NA 17.20
GC1-M7 Analysis by Gandice Warren oo ot 108
Column ID SPB-Vocol 105 meter X 0.53mm X 3.0um film thickness Carbon tetrachioride HA - 1em2
Flow rafes: Total flow = 150mL/min., Helium (cartier) = 10mL/min., 1.2-Dictlotoethane HA 1959
Helium (make-up) = 40mLmin,, Hydogen (make-up) = 100mLimin., e hena ke
Oven Profile: Temp, 1=35°C (Time 1 = 10 min.), Temp 2=200°C (Time 2= 8,75 min.), " 1,2Dickiorapropane [,
Rale = 4'C/min., Total run time = 60 min, Injecior temp. = 200°C, PID Temp, = 200°C. Bromodichloromethane M na
ELCD Signal = Edaq Channel 1 PID Signal = Edag Channel 2 Dibromomethane FA 2341
Standard injeclion = 0.5uL, Range=4 Purge Valva = 8 min et deReropropens i
trans-4,3-Dichloropiopens 15:95 26,97
1,4,2-Trchbrogthane A 2748
a2 1,3-Dichioropropane A 2839
..,,‘ Tfl.rz:hb{oelhens 28,36 28,39
1500001 fpriuimiegy o e
Chhrobenzens 31.34 3135
- 1,1,1,2-Tetrachloraslhane HA 31.54
@ o Ethylbenzene w52 RA
1200001 e ue m
o-Xylene 33.32 NA
b= Styrene 33.50 KA
:>1 Isopropylbenzene 34.61 HA
5 Bromoform HA 373
80000 1,3,2,2-Tetrachloroethane HA 35.97
N a 8 8 1,2,3-Trichloropropans NA 35.69
n-Propylbenzene 36.05 HA
Bromobenzene 36.19 36.21
*? o i 1,3,5-¥rimethylbenzene 3664 T HA
400001 f - @ v 2-Chlorotohsene 36.64 36.69
- * ~ 4-Chlorotoluena. 36.85 36.87
tert-Butybenzene X
| ‘ | 1 l H e ns
sec-Butylbenzene 38,64 HA
M. ] A - [ 39,17 HA
) 10 j 20 " %0 ' 60 ! T bbb pryelio]
min n-Butylbenzene 40.65 HA
1,2-Dichlrobenzens 4121 41.23
1,2-Dibromo-3-chloropropane HA 44.18 .
,2,4-Trichlorobenzene . . !
Run 10, “P32001 L100143 [2000g/mL in MeOH]-ELCD” st oseom \
3 pg/mL in MeOH] Naphthalene 4927 HA
1,2,3-Trkhkrobenzena 49.17 45.19
Run Length: 59.99 min, 35996 points at 10 points/second. '
Crealed: Tue, Oct 1, 2013 at 8:42:31 PM.
Sampled: Sequence “100113-GC1", Method “GC1-M7™.
Analyzed using Method “GG1-M7",
Comments
GG1-M7 Analysls by Candice Warren
Column [D SPB-Vocot 105 meler X 0.53mm X 3.0pm film thickness
Flow rates: Tolal flow = 150mL/min,, Helium (carrder) = 10mUnin.,
Helium {make-up) = 40mL/min., Hydogen (make-up) = 100mL/min.,
Oven Profile: Temp. 1 = 35°C(Time 1 = 10 min.), Temp 2=200°C (Time 2= 8.75 min.),
Rate = 4°'Clmin,, Total run time = 60 min. Infector temp. = 200°C, PID Temp. = 200°C.
ELCD Signal = Edaq Channel 1 PID Signal = Edaq Channe! 2
Standard Injection = 0.5pL, Range=4 Purge Valve = 8 min
200600 &
800000
@
y a »
& 400600 - i #
hi
200000
- — T = .
I
Part# 32001 Lot # 100113 20f2 Printed: 1/23/2014, 2:43.54
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R4502 R4230 R4649 R4531 R4661 i R4493
Exp.09/30/16 |Exp. 01/31/15] Exp. 12/31/14 | Exp. 12/2015 | Exp. 12/18/16 |* ¢ : .
200 200 400 160 400 2640 ' 4000 ”
Ketones = 200 ug/mL Prep: 02/24/14 ) ’
Acrylo/m&p-Xylenes = 200ug/mL o5 U; @N Y
Al other = 100ug/ml Exp: 03/07/14 31%“* &\\\R&\ _
: R RN PR
: e “
\ i s ll\‘ 1 o I
y >
. 1 q
i (S04S IS
[ ——

JOT WW/%

i | .
| I
o i B B e e

110041 %005 ¢ D00 sl (LGSR oy Vol
2900 ¢ o Q) | T T Tl
UpAou) | E0uAlnd 4 U8 9/2d1ly Elp| 327/

\ | il

(‘/Wr 0L

Jant])

A0 s

‘Qgg;

T
N
N>

- WIS

.9/

Y0ul, S ML Dom+SEn- Lot B AP5e) D000 upl L Y07 g 3 20N | |
ey | DOLPOY [EA 11001 |loir CH11351| Sbodusind (P487Wgxp | 5151)1S| |-
| 05 o) AP-9-085 Q0K ok Y0192 1.0malml @42 by 7]18) 22

Yul| LIRS SR-1098B4SDSZ| [of 94,900 Votied ncl D) 13131014

Sy

[5]i

Continued on Page

sy

Read and Understood By

v 2

Dl Inc

/A

Signed

RnnnrtNlmhnrﬁﬁ‘]? Sea Cucumber - \olatiles - g?ﬁOR

Date

terg
Page 68464 5




Analytical Run Number /

Calibration Information

Tune Data (If applicable)

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

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

Instrument Logs/Analysis Notebook Pages

Blank / Field Sample / QC Data

Sample Results

Chromatogram

Quant Report (If applicable)

Confirmation Analysis Quant Report / Chromatogram (If applicable)
Tentatively Identified Compounds (If required)
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5A
VOLATILE ORGANIC GC/MS TUNING AND MASS CALIBRATION - BROMOFLUOROBENZENE (BEB)

Lab Name: ARDL, Inc. Contract: ---
Lab Code: -—- Case No.: 006611 SAS No.: ——- SDG No.: —-——
Lab File ID: A0212408 BFB Injection Date: 02/12/14
Instrument ID: AGl BFB Injection Time: 14:43
m/e| ION ABUNDANCE CRITERIA %A];]EI\]LDA]_;I‘I\;[JEE
50| 8.0 - 40.0% of mass 95 17.1
75] 30.0 - 66.0% of mass 95 46.9
95| Base Peak, 100% relative abundance 100.
96| 5.0 - 9.0% of mass 95 7.4
173| Less than 2.0% of mass 174 0.0](1)
174] Greater than 50.0% of mass 95 73.7
175 4.0 - 9.0% of mass 174 8.01(1)
176| Greater than 93.0%, but less that 101.0% of mass 174 100.8] (1)
177 5.0 - 9.0% of mass 176 6.11(2)

(1)-Value is % mass 174 2-Value is % mass 176

THIS TUNE APPLIES TO THE FOLLOWING SAMPLES, MS, MSD, BLANKS, AND STANDARDS:

Report Number 6612 - Sea Cucumber - Volatiles - 8260B

EPA SAMPLE NO. LAB LAB DATE TIME
SAMPLE ID FILE ID ANALYZED ANALYZED
1| BLK STD 000 STD 20212411 02/12/14 16:06
2| VOA STD 12.5 STD A0212412 02/12/14 16:36
3] VOA STD 025 STD A0212413 02/12/14 17:04
4| voa STD 050 STD A0212414 02/12/14 17:33
5] VOA STD 075 STD A0212415 02/12/14 18:03
6| von sTD 100 STD 70212416 02/12/14 18:32
7| VOA STD 125 STD A0212417 02/12/14 19:02
8] VOA STD 150 STD A0212418 02/12/14 19:32
9| VOA STD 200 STD 20212419 02/12/14 20:03
10
11
12
13
14
15
16
17
18
19
20
21
22
page 1 of 1 FORM V VOA 3/90
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Data Path
Data File
Acq On
QOperator
Sample
Misc

ALS vial

BFB

C:\MSDCHEMN\1INDATAN021214\
A0212408.D
12 Feb 2014 2:43 pm

50 NG BFB
8260
1 Sample Multiplier: 1

Integration File: rteint.p

Method C:\MSDCHEM\I\METHODS\BFBSCOIL .M
Title :
Last Update
Abundance TIC: AD212408.D
300000
* 250000
200000
150000
100000
50000
Gll]_l_rlll‘|_lll|‘|_lll|'lfllllllIllllllllflllll[lllll'lllI1_rlllr|_rlllTr|1ll||llllllll IIIIIIIIIIIIIIITIIII"I_I
Time—> 280 300 320 340 3560 380 400 420 440 460 4.80 500 520 540 5.60 580 6,00 6.20 6.40 6.60
AMmee Average of 4.683 to 4.683 min.: A0212408.D ()
i 70000 95
60000
50000 178
40000
75
30000
20000
50
10000
37 B2 ’ 88 l
0 TR A 1 “ Al Bl L
’ II‘I_III‘I_III'IIIIIII I|IlllllIIIIllllf'llIl_ﬁllITIIl‘l_llllllllllllllll I'III
mfz—> 30 40 50 60 70 80 %0 6 110 120 1300 140 150 160 170 180
AutoFind: Scans 499, 500, 501; Background Corrected with Scan 490
| Target | Rel. to | Lower | Upper | Rel. | Raw | Result |
| Mass | Mass | Limit% | Limit% | Abn% | Abn | Pass/Fail |}
| 50 | 95 | 8 | 40 | 17.1 | 11491 | PASS |
| 75 | 95 | 30 | 66 | 46.9 | 31506 | PASS |
[ 95 | 5 | 100 | 100 | 100.0 | 67170 | PASS [
| 96 | 95 | 5 | 9 | 7.4 | 4947 |  PASS |
| 173 | 174 | 0.00 | 2 | 0.0 | 0| PaASS |
| 174 | 95 | 50 | 120 | 73.7 | 49517 |  PASS |
| 175 | 174 | 4 | 9 | 8.0 | 3969 | PASS |
[ 176 | 174 | 93 | 101 | 100.8 | 49920 | PASS |
| 177 | 176 | 5 | 9 | 6.1 | 3069 | PASS I
BERENIRhcM Wed Feb 12 14:49:53 201dedMaINumber 6612 - Sea Cucumber - Volatiles - 8260B Pagge 61 of 142



Average of 4.683 to 4.689 min.:
50 NG BFB’

dfodified:subtracted

m/z
36.00
36.20
37.10

ARDL Inc

abund.
186
188
2609
2082
990
396
481
562
173
2452
11491

A0212408.D

abund.
3475
376
351
1345
672
2763
2839
2070
167
5774
5444

Report Number 6612 - Sea Cucumber - Volatiles - 8260B

abund.

222
2609
9265

31506
2689
190
978
1238
2406
2558
1935

abund.
2860
6957
67170
4947
731
254
220
49517
3969
49920
3069
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Response Factor Report AGl

Method Path : C:\MSDCHEM\1\METHODS\
Method File : SOIL_44HI.M

Title : 8260 VOLATILES

Last Update : Thu Mar 20 08:47:48 2014
Response Via : Initial Calibration

Calibration Files
12.5=A0212412.D 25 =A0212413.D 50 =A0212414.D
75 =A0212415.D 100 =A0212416.D 125 =A0212417.D

Compound 12.5 25 50 75 100 125 Avg %RSD

1) I Chlorobenzene-d5 - ———e——mmmmmo— ISTD— e e
2) S Toluene-d8 1.834 1.970 2.327 2.462 2.350 2.487 2.266 10.36
3) MCT Toluene 2.260 3.369 3.117 3.069 2.947 3.329 3.029 11.43
4) CT Ethylbenzene 3.093 4,137 3.732 3.610 3.473 3.945 3.654 8.75
5) T m & p-Xylene 2.375 3.436 3.028 2.949 2.832 3.202 2.960 10.45
6) T Styrene 1.482 2,472 2,280 2.236 2.201 2.469 2.217 14.32
7) T o-Xylene 0.875 1.378 1.288 1.276 1.262 1.446 1.277 13.80

) I 1,4-Dichlorobenzene-d —————-———— e — ISTD-———— e
9) S 4-Bromofluorobenz 0.832 0.829 0,948 0,993 0.977 1,024 0,951 8.29
10) T 1,2,4-Trimethylbe 2.402 3.578 3.438 3.346 3.340 3.719 3.351 12.10

(#) = Out of Range ### Number of calibration levels exceeded format ##i#

OIT, M 0 09:11:43 2014 AGl P it
AR'Dli_Lillr_110I Thu Mar 2 ! %eport Number 6612 - Sea Cucumber - Volatiles - 8260B %’qa%e 67 of 142



Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEMN1INDATANO021214\
Data File : A0212411.D

Acgq On : 12 Feb 2014 4:06 pm
Operator

Sample : VSTDOO0O

Misc : 8260

ALS vial : 3 Sample Multiplier: 1

Quant Time: Mar 20 08:23:36 2014

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_44HI.M
Quant Title : 8260 VOLATILES

QLast Update : Thu Mar 20 08:23:31 2014
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.77 82 299125 125.00 ug-sKg 0.00
8) 1,4-Dichlorobenzene-d4 10.14 152 274646 125.00 ugrKg 0.21

System Monitoring Compounds
2) Toluene-d8 0.00 98 0 0.00 ugsKg
Spiked Amount 100.000 Recovery = 0.00%

9) 4-Bromofluorobenzene 0.00 95 0 0.00 ugrKg

Spiked Amount 100.000 Recovery = 0.00%
Target Compounds Ovalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed

SOIL_44HI.M Thu Mar 20 08:23:56 2014 AG1
ARDL Inc Report Number 6612 - Sea Cucumber - Volatiles - 8260B

Page: 1
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Quantitation Report (Not Reviewed)

Data Path @ C:\MSDCHEM\1I\DATAN021214\
Data File : A0212411.D

Acqg On : 12 Feb 2014 4:06 pm
Operator

Sample : VSTD0O0O

Misc ! 8260

ALS vial : 3 Sample Multiplier: 1

Quant Time: Mar 20 08:23:36 2014

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_44HI.M
Quant Title : 8260 VOLATILES

QLast Update : Thu Mar 20 08:23:31 2014
Response via : Initial Calibration

-;Abundance ’ TIC: A0212411.D
| 2700000
2600000
2500000

2400000

2300000

2200000

2100000

2000000

1900000

1800000

1700000

1600000

1.4-Dichlorobenzene-d4,1

1500000

Chiorobenzene-d5,|

1400000

1300000

1200000

1100000

1000000

900000

800000

700000

600000

500000

400000

300000

200000

100000

L L L T T T T T T LS Et B S B S Sy m S I U S et EN B B ue S B S Sk B B BN AR B LT e s S e
] 1 | [ I [ I | !

0t
2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00

Time-->

Sgﬁ&I?4HI.M Thu Mar 20 08:23:56 2014 AGl ) Page: 2
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Data Path
Data File
Acq On
Operator
Sample
Misc

ALS Vial

Quantitation Report

C:\MSDCHEMNINDATANO21214\
A0212412.D

12 Feb 2014 4:36 pm

: VSTD12.5

8260
4 Sample Multiplier: 1

Duant Time: Mar 20 08:29:38 2014
C :\MSDCHEM\1\METHODS\SOII,_44HI .M

Quant Method
Quant Title
QLast Update
Response via

Internal Standards R.T. QIon Response
1) Chlorobenzene-d5 8.77 82 250789 125.
8) 1,4-Dichlorobenzene-d4 10.14 152 265115 125
System Monitoring Compounds
2) Toluene-d8 7.83 98 45998 10.
Spiked Amount 100.000 Recovery
9) 4-Bromofluorobenzene 9.48 95 22048 11.
Spiked Amount 100.000 Recovery
Target Compounds
3) Toluene 7.87 91 56679 9
4) Ethylbenzene 8.78 91 77557 11
5) m & p-Xylene 8.86 91 119133 21
6) Styrene 9.15 104 37160 8
7) o-Xylene 9.12 106 21948 8
10) 1,2,4-Trimethylbenzene 9.88 105 63676 9
(#) = qualifier out of range (m) = manual integration (+)

SOIL 4
ARDL Inc

8260 VOLATILES
: Thu Mar 20 08:29:00 20
Initial Calibration

14

4HI .M Thu Mar 20 09:17:14 2014 AG1

(Not Reviewed)

Conc Unite Dev(Min)

.00 ug-sKg

0.00
0.00

00 ug/Kg

17 ug/Kg 06.00

= 10.17%
39 ugs/Kg 0.00
= 11.39%
Qvalue
.61 ugrsKg 99
.14 ugsKg 24
.09 ugsKg 93
.82 ugrsKg 95
.29 ugsKg 87
.43 ug/Kg 91

signals summed

Report Number 6612 - Sea Cucumber - Volatiles - 8260B

Page:_1
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Quantitation Report {(Not Reviewed)

Data Path : C:\MSDCHEMNINDATANO021214N\
Data File : A0212412.D

Acq On : 12 Feb 2014 4:36 pm
Operator

Sample : VSTD12.5

Misc : 8260

ALS Vial : 4 Sample Multiplier: 1

Quant Time: Mar 20 08:29:38 2014

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_44HI .M
Quant Title : 8260 VOLATILES

QLast Update : Thu Mar 20 08:29:00 2014
Response via : Initial Calibration

Abundance TIC: A0212412.D
;2200000

| 2100000

2000000

1900000

1800000

1700000

1600000

1,4-Dichlorobenzene-d4,1

1500000

1400000

Ettiplindrerenen&as,|

1300000

1200000

1100000

1000000

900000

800000

700000

600000

500000

m & p-Xylene,T

400000

300000

1,2,4-Trimethylbenzene, T

TqlpRRSERIST
Syruiens.T

4-Bromofluorobenzene,S

200000

100000 1 ‘
0,

LN B S N A B B NN B

j_l T 1 l
Time--> 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00

e e B B e e e

S 4HI .M Thu Mar 20 09:17:14 2014 AG1 Page: 2
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Data Path
Data File
Acg On
Operator
Sample
Misc

ALS Vial

Quant Time:
Quant Method
Quant Title
QLast Update
Response via

Internal St
1) Chloro
8) 1,4-Di

System Moni
2) Toluen
Spiked Am
9} 4-Brom
Spiked Am

Target Comp
3) Toluen
4) Ethylb
5) m & p-
6) Styren
7) o-Xyle

10) 1,2,4~

andards R.T. QIlon Response Conc Units Dev(Min)
benzene-d5 8.77 82 249286 125.00 ugsKg 0.00
chlorobenzene-d4 10.14 152 266176 125.00 ugsKg 0.00
toring Compounds

e—-d8 7.83 98 98242 21.85 ugsKg 0.00
ount 100.000 Recovery = 21.85%
ofluorobenzene 9.48 95 44133 22,72 ugsKg 0.00
ount 100.000 Recovery = 22.72%
ounds Ovalue
e 7.86 921 167991 28.66 ugsKg 29
enzene 8.78 91 206260 29.81 ugsKg 98
Xylene 8.86 91 342665 61.02 ugsKg 94
e 9.15 104 123233 29.43 ugs/Kg 94
ne 9.12 106 68699 26.10 ugsKg 89
Trimethylbenzene 9.88 105 190500 28.10 ugsKg 95
fier out of range (m) = manual integration (+) = signals summed

(#) = quali

I.M Th

o}
=
ﬁ
S
i
T

Quantitation Report (Not Reviewed)

C:\MSDCHEM\1\DATANG21214\
A0212413.D
12 Feb 2014 5:04 pm

VSTDO025
8260
5 Sample Multiplier: 1

Mar 20 08:30:25 2014
C:\MSDCHEMN1\METHODS\SOIL_44HI .M
8260 VOLATILES
Thu Mar 20 08:29:00 2014
Initial Calibration

u Mar 20 09:17:16 2014 AGlL
Report Number 6612 - Sea Cucumber - Volatiles - 8260B

Page:_1
ﬁ%ge720f142



Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\1\DATAN021214\
Data File : A0212413.D

Acq On : 12 Feb 2014 5:04 pm
Operator

Sample 1 VSTD025

Misc : 8260

ALS vial : 5 Sample Multiplier: 1

Quant Time: Mar 20 08:30:25 2014

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_44HI.M
Quant Title : 8260 VOLATILES

Ql.ast Update : Thu Mar 20 08:29:00 2014
Response via @ Initial Calibration

Abundance T TIC: AD212413.D
| 2500000

% 2400000
é 2300000
§ 2200000

2100000
% 2000000
1900000
1800000

1700000

1.4-Dichlorobenzene-d4,!

1600000

Efiiphoterzendds, [

1500000

1400000

1300000

1200000

1100000

1000000

m & p-Xylene, T

900000

800000

700000

1,2,4-Trimethylbenzene, T

600000

e,S

500000

Swretre. T

400000

oluene-thBene, MCT

300000

200000

100000

0llllll|III‘I7IIIl||ll|l||l|lll|ll|llllllllllllllllllllltlllilllliI

?ﬁme"> 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00

. : : 0 ;
SQRb44HT - M Thu Mar 20 09:17:17 2914 8GL . 6612 - Sea Cucumber - Volatiles - 82608 $a9035 & 142



Data Path
Data File
Acq On
Operator
Sample
Misc

ALS Vial

Quant Time:

Quant Method
Quant Title
QLast Update
Response via

Internal Standards

Quantitation Report (Not Reviewed)
C:\MSDCHEMN\1INDATANO21214\

A0212414.D
12 Feb 2014 5:33 pm
VSTDO50

8260

6 Sample Multiplier: 1

Mar 20 08:31:01 2014
C :\MSDCHEM\1\METHODS\SOIL_44HI .M
8260 VOLATILES
Thu Mar 20 08:29:00 2014
Initial Calibration

1) Chlorobenzene-d5 8.77 82 282745 125.00 ugsKg 0.00
8) 1,4-Dichlorobenzene-d4 16.14 152 284885 125.00 ug-sKg 0.00
System Monitoring Compounds
2) Toluene-d8 7.83 98 263178 51.60 ugsKg 0.00
Spiked Amount 100.000 Recovery = 51.60%
9) 4-Bromofluorobenzene 9.48 95 108054 51.97 ugs/Kg 0.00
Spiked Amount 100.000 Recovery = 51.97%
Target Compounds Qvalue
3} Toluene 7.86 91 352532 53.03 ug-sKg 100
4) Ethylbenzene 8.78 91 422118 53.79 ugsKg 97
5) m & p-Xylene 8.86 91 685030 107.55 ug-sKg 93
6) Styrene 9.15 104 257893 54.30 ugsKg 94
7) o-Xylene 9.11 106 145708 48.82 ugs/Kg 89
10) 1,2,4-Trimethylbenzene 9.88 105 391726 53.98 ug/Kg 92
(#) = qualifier out of range (m) = manual integration (+) = signals summed

SOIL 4%HI.M Thu Mar 20 09:17:18 2014 AGl

Report Number 6612 - Sea Cucumber - Volatiles - 8260B

Page: _1
ﬁ%ge74of142



Quantitation Report {Not Reviewed)

Data Path : C:\MSDCHEMNI\DATAN021214\
Data File : A0212414.D

Acq On 1 12 ¥Feb 2014 5:33 pm
Operator

Sample ! VSTDO050

Misc i 8260

ALS vial : 6 Sample Multiplier: 1

Quant Time: Mar 20 08:31:01 2014

Quant Method : C:\MSDCHEM\I\METHODS\SOII._ 44HI.M
Quant Title : 8260 VOLATILES

QLast Update : Thu Mar 20 08:29:00 2014
Response via : Initial Calibration

Abundance TIC: AD212414D
£ 2500000

| 2400000
! 2300000
2200000

2100000

2000000

1900000

mE p—Xyle'l
1,4-Dichlorobenzene-d4,i

1800000

1700000

1600000

1500000

1400000

1300000

1200000

1100000

1,2,4-Trimethylbenzene, T

1000000

900000

Styrepr&ylene, T

800000

700000

Toluene-d8Bluene, MCT

600000

500000

400000

300000

200000

100000

A .
0 e B i BEUE LA St Bt B o S S Sy B o M s ey S e T T = T T T =
I 1 { | 1 1 I I T !

Time--> 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00

.M Thu M 09:17:18 2014 AG Page.: 2
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Quantitation Report (Not Reviewed)

Data Path C:\MSDCHEM\INDATAN021214\
Data File AQ212415.D

Acq On 12 Feb 2014 6:03 pm
Operator

Sample VSTDO75

Misc 8260

ALS vial : 7 Sample Multiplier: 1

Quant Time: Mar 20 08:31:44 2014

Quant Method @ C:\MSDCHEM\1\METHODS\SOIL_44HI .M

Quant Title
QLast Update
Response via

8260 VOLATILES
Thu Mar 20 08:29:00 2014
Initial Calibration

a0
00

0.00
0.00

ug-Kg
ug-Kg

ug-Kg 0.00
81.89%

ug-/Kg 0.00
81.62%

Ovalue
ug-Kg 100
ug-sKg 96
ug/Kg 93
ug-Kg 293
ug-Kg 84
ug-/Kg 92

Internal Standards R.T. QIon Response
1) Chlorobenzene-d5 8.76 82 257326 125
8) 1,4-Dichlorobenzene-d4 10.14 152 257061 125
System Monitoring Compounds
2) Toluene-d8 7.83 98 380092 81.
Spiked Amount 100.000 Recovery
9) 4-Bromofluorobenzene 9.48 95 153123 81,
Spiked Amount 100.000 Recovery
Target Compounds
3} Toluene 7.86 91 473913 78.
4} Ethylbenzene 8.78 21 557331 78.
5) m & p-Xylene 8.86 91 910493 157.
6) Styrene 9.15 104 345231 79.
7) o-Xylene 9.11 106 196996 72,
10) 1.2,4-Trimethylbenzene 9.88 105 516084 78.
(#) = qualifier out of range (m) = manual integration (+)

SOTL, ﬁ?HI.M Thu Mar 20 09:17:20 2014 AG1

signals summed

nc Report Number 6612 - Sea Cucumber - Volatiles - 8260B
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Data Pat
Data Fil
Acqg On
Operator
Sample
Misc
ALS Vvial

Quant Ti

Quantitation Report

h : C:\MSDCHEM\INDATAN021214\
e : A0212415.D
12 Feb 2014 6:03 pm
VSTDO075
8260

7 Sample Multiplier: 1

me: Mar 20 08:31:44 2014

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_44HI.M

Quant Ti
QLast Up

tle : 8260 VOLATILES
date : Thu Mar 20 08:29:00 2014

Response via : Initial Calibration

(Not Reviewed)

Abundance
2800000
2700000
2600000
2500000
2400000
2300000
2200000
2100000
2000000
1900000
1800000
1700000
1600000
1500000
1400000
1300000
1200000

1100000

1000000
900000
800000
700000

600000

500000

400000
300000
200000

100000

ol L

TIC: AD212415.D

eheI

P
S

Styren&yiene, T

Tolueredifefie, MCT

1,4-Dichlorobenzene-d4,|

1.2,4-Trimethylbenzene,T

|

I

o

Time-->

SARbrthc

I‘[II‘I_IIIIII—IIIIIII

3.00 4.00 5.00 6.00

.M Thu Mar 20 09:17:20 2014 AGl
Report Number 6612 - Sea Cucumber - Volatiles - 8260B

1*1-1—|*||71|-|||-||

8.00 9.00

10.00

l‘l_rl
11.00

LI I B R M B R

12.00

13.00

L L

14.00

Page: 2
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Quantitation Report {Not Reviewed)

Data Path : C:\MSDCHEM\INDATAN(021214\
Data File : A0212416.D

Acqg On : 12 Feb 2014 6:32 pm
Operator

Sample : VSTD100

Misc : 8260

ALS vial : 8 Sample Multiplier: 1

Quant Time: Mar 20 08:32:11 2014

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_44HI .M
Quant Title : 8260 VOLATILES

QLast Update : Thu Mar 20 08:29:00 2014
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.76 82 279384 125,00 ug-/Kg 0.00
8) 1,4-Dichlorobenzene-d4 10.14 152 268227 125.00 ug/Kg 0.00

System Monitoring Compounds
2) Toluene-d8 7.83 98 525140 104.21 ugsKg 0.00
Spiked Amount 100.000 Recovery = 104.21%

9) 4-Bromofluorcbenzense 9.47 95 209623 107.08 ugsKg 0.00
Spiked Amount 100.000 Recovery = 107.08%

Target Compounds Qvalue
3) Toluene 7.86 21 658595 100.26 ugsKg 100
4) Ethylbenzene 8.78 91 776236 100.11 ugrsKg 97
5) m & p-Xylene 8.86 91 1266059  201.15 ug/Kg 93
6) Styrene 9.15 104 491861 104.80 ugs/Kg 91
7) o-Xylene 9.11 106 282160 95.67 ug/Kg 84

10) 1,2.,4-Trimethylbenzene 9.88 105 716744 104.90 ugsKg 91

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

SOIT,_44HI.M Thu Mar 20 09:17:22 2014 AGl Page: _1
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\INDATAN021214N\
Data File : A021241¢6.D

Acq On : 12 Feb 2014 6:32 pm
Operator

Sample : VSTD100

Misc : 8260

ALS vial : 8 Sample Multiplier: 1

Quant Time: Mar 20 08:32:11 2014

Quant Method : C;\MSDCHEM\1\METHODS\SOIL_44HI .M
Quant Title : 8260 VOLATILES

QLast Update : Thu Mar 20 08:29:00 2014
Response via @ Initial Calibration

Abundance ' TIC: A0212416.0

| 3600000
3400000
3200000

3000000

RlippspEmE ool

2800000
2600000

© 2400000

1,4-Dichlorobenzene-d4,l

2200000

2000000

1,2,4-Trimethylbenzene, T

1800000

1600000

Styren@Kylene,T

1400000

ToluerpofifeRe MCT
S.

1200000

1000000

800000

600000

400000“

AL

: llIl:llll',_rllllllllllllIllll ] l|I'IIIl||
Time--> 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

Sg\%tfnlchI ‘M Thu Mar 20 09:17:22 %g&oljrt l\il\qu er 6612 - Sea Cucumber - Volatiles - 8260B
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0
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14.00

Page.: 2
Page 79 of 142



Data Path
Data File
Acq On
Operator
Sample
Misc

ALS Vial

Quantitation Report

C:\MSDCHEMN\INDATANO21214\
A0212417.D

12 Feb 2014 7:02 pm

: VSTD125

8260
9 Sample Multiplier: 1

Quant Time: Mar 20 08:39:39 2014
C:\MSDCHEMN\1\METHODS\SOIL_44HI .M

Quant Method
Quant Title
QLast Update
Response via

8260 VOLATILES
: Thu Mar 20 08:29:00 20
Initial Calibration

14

(Not Reviewed)

Conc Units Dev(Min)

00
00

ug-Kg 0.00
ug/Kg 0.00
ugsKg 0.00

137.89%
ugs/Kg 0.00
140.35%
QOvalue
ug-Kg 100
ug/Kg 97
ugs/Kg 93
ug-/Kg 93
ug/Kg 85
ug-/Kg 92

Internal Standards R.T. QIon Response
1) Chlorobenzene-d5 8.76 82 274744 125,
8) 1,4-Dichlorobenzene-d4 10.14 152 270361 125.
System Monitoring Compounds
2) Toluene-ds8 7.83 98 683333 137.
Spiked Amount 100.000 Recovery
9) 4-Bromofluorobenzene 9.47 95 276947 140,
Spiked Amount 100.000 Recovery
Target Compounds
3) Toluene 7.86 91 914534 141.
4) Ethylbenzene 8.78 91 1083877 142,
5) m & p-Xylene 8.86 91 1759378 284,
6) Styrene 9.14 104 678335 1456,
7) o-Xylene 9.11 106 397346 137
10) 1,2,4-Trimethylbenzene 9.87 105 1005436 145
(#) = qualifier out of range (m} = manual integration (+)

5 M T 09:17:24 2014 AGl
>OI/;P'DqL‘]IElCI M Thu Mar 20 09 Report Number 6612 - Sea Cucumber - Volatiles - 8260B

gignals summed
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\1I\DATA\G21214\
Data File : A0212417.D

Acq On : 12 Feb 2014 7:02 pm
Operator

Sample 1 VSTD125

Misc ! 8260

ALS Vial : 9 Sample Multiplier: 1

Quant Time: Mar 20 08:39:39 2014

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_44HI.M
Quant Title : 8260 VOLATILES

QLast Update : Thu Mar 20 08:2%9:00 2014
Response via : Initial Calibration

f\bundance TIC: A0212417.D
! 4800000

% 4600000
% 4400000
| 4200000
§ 4000000

3800000

| 3600000
3400000

3200000

. 3000000

2800000

1,4-Dichiorobenzene-d4,1

2600000

1.2.4-Trimethylbenzene, T

2400000

2200000

Styrene, P-Xylene, T

. 2000000

1800000

Toluene-d81iuene MCT

1600000

1400000

1200000

1000000

' 800000

600000

400000“

200000
A | J LLU

LI Bt A B B B B L B T

Time--> 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 1.00 12.00 13.00 14.00

T
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Data Path
Data File
Acg On
Operator
Sample
Misc

ALS Vial

Quant Time:
Quant Method
Quant Title
QLast Update
Response via

Quantitation Report

C:\MSDCHEM\1INDATAN021214\
A0212418.D
12 Feb 2014 7:32 pm
VSTD150

8260

10 Sample Multiplier: 1

Mar 20 08:40:01 2014

C :\MSDCHEM\1\METHODSN\SOIL_44HI .M

8260 VOLATILES
Thu Mar 20 08:29:00 20
Initial Calibration

14

Response

(Not Reviewed)

Conc Units Dev(Min)

Internal Standards R.T. QOlIon
1) Chlorobenzene-d5 8.76 82
8) 1,4-Dichlorobenzene-d4 10.14 152

System Monitoring Compounds
2) Toluene-ds8 7.83 98
Spiked Amount 100.000
9) 4-Bromofluorobenzene 9,47 95
Spiked Amount 100.000

Target Compounds
3) Toluene 7.86 91
4} Ethylbenzene 8.78 91
5) m & p-Xylene 8.86 91
6) Styrene 9.14 104
7) o-Xylene 92.11 106

10) 1,2,4-Trimethylbenzene 9.87 105

287555
272237 125

802593 154,

Recovery

320452 lel.

Recovery

125.

1022611 151.
1201084 150.
1953492 301.
760052 157.
443350 146

1112770 160,

0.00
0.00

ug-Kg
ug-/Kg

ug-/Kg 0.00

154.74%
ug-sKg 0.00
161.28%
QOvalue
ug-Kg 100
ug/Kg 97
ugsKg 92
ug-Kg g1
ug-Kg 83
ug/Kg 91

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

SOI%Eﬁ4HI.M Thu Mar 20 09:17:26 2014 AG1
ARDL Inc Report Number 6612 - Sea Cucumber - Volatiles - 8260B

signals summed

Page: 1
%%ge820f142



Quantitation Report

{(Not Reviewed)

Data Path C:\MSDCHEMN\1\DATAN021214\
Data File : A0212418.D

Acg On 12 Feb 2014 7:32 pm
Operator

Sample VSTD150

Misc 8260

ALS Vial 10 Sample Multiplier: 1

Quant Time: Mar 20 08:40:01 2014

Quant Method
Quant Title

Ql.ast Update
Response via

8260 VOLATILES

Thu Mar 20 08:29:00
Initial Calibration

C:\MSDCHEMN\1\METHODS\SOIL_44HI .M

2014

?bundance
’ 5200000
5000000
4800000
4600000

4400000

4200000

4000000

3800000

3600000

3400000

3200000

3000000

2800000

2600000

2400000

2200000

2000000

1800000

1600000

1400000

1200000

1000000

800000

600000

400000

il

TIC: A0212418.D

45,1

1,4-Dichlorobenzene-d4,1

1.2.4-Trimethylbenzene, T

Styrene &Xylene, T

Toluene-dfctiene, MCT

Jg

T 1

200000
B L I
2.0

Time--> 0 3.00

S%ﬁ%t%%ﬁI.M Thu Mar 20 09:17:26

4.00 5.

T
0

10.00

0 6.00

7.00

T T

]
8.00 9.00

2014 AG1
Report Number 6612 - Sea Cucumber - Volatiles - 8260B
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T
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0
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\I1\DATA\021214\
Data File : A0212419.D

Acg On : 12 Feb 2014 8:03 pm
Operator

Sample ¢ VSTD200

Misc : 8260

ALS vial : 11 Sample Multiplier: 1

Quant Time: Mar 20 08:40:34 2014

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_44HI.M
Quant Title : 8260 VOLATILES

QLast Update : Thu Mar 20 08:29:00 2014
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.76 82 277381 125.00 ug,Kg 0.00
8) 1.4-Dichlorobenzense-d4 10.14 152 270685 125.00 ugsKg 0.00

System Monitoring Compounds
2) Toluene-d8 7.83 98 1051307 210.12 ugsKg 0.00
Spiked Amount 100.000 Recovery = 210.12%

9) 4-Bromofluorobenzene 9.47 95 444587 225,04 ugsKg 0.00
Spiked Amount 100.000 Recovery = 225.04%

Target Compounds Qvalue
3) Toluense 7.86 91 1409514 216.13 ug/Kg 100
4) Ethylbenzene 8.77 91 1668416 216.73 ug/Kg 96
5) m & p-Xylene 8.86 91 2686892 429.98 ug/Kg 93
6) Styrene 9.14 104 1063677 228.28 ugsKg 91
7) o-Xylene 2.11 1086 624070 213.12 ugsKg 85

10) 1,2,4-Trimethylbenzene 9.87 105 1550793 224.90 ugsKg 92

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

5 . M 20 09:17:28 2014 AGl
DOI}\;REA)IEH(I: M Thu Mar 0 4 Report Number 6612 - Sea Cucumber - Volatiles - 8260B
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\1\DATAN\021214\
Data File : A0212419.D

Acg On 1 12 Feb 2014 8:03 pm
Operator

Sample : VSTD200

Misc : 8260

ALS Vvial : 11 Sample Multiplier: 1

Quant Time: Mar 20 08:40:34 2014

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_44HI.M
Quant Title : 8260 VOLATILES

QLast Update : Thu Mar 20 08:29:00 2014
Response via : Initial Calibration

Abundance TIC: A0212419.D

| 7000000
| 6500000

6000000

S

5500000

5000000

4500000

1.2,4-Trimethylbenzene, T

1,4-Dichlorobenzene-d4,|

4000000

3500000

Styrene &-Xylene, T

3000000

53

2500000

Toluene-d8,S Toluene,MCT

uorobenze

2000000

1500000

1000000

500000Nkhklkghﬁpﬂi A‘A

.,....l........,..l.,...:,...,..-.l....l...l...|..-..[..|..rf
Time--> 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00

SOIL._44HI .M Thu Mar 20 09:17:28 2014 AGl Page: 2
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5A
VOLATILE ORGANIC GC/MS TUNING AND MASS CALIBRATION - BROMOFLUOROBENZENE (BFB)

Lab Name: ARDL, Inc. Contract: —---
Lab Code: --- Case No.: 006611 SAS No.: —--- SDG No.: ——-—
Lab File ID: A0213402 BFB Injection Date: 02/13/14
Instrument ID: AGl BFB Injection Time: 10:53
m/e| ION ABUNDANCE CRITERIA i;gﬁgiﬁ;f
50f 8.0 - 40.0% of mass 95 17.2
75] 30.0 - 66.0% of mass 95 48.9
95| Base Peak, 100% relative abundance 100.
96 5.0 - 9.0% of mass 95 6.7
173| Less than 2.0% of mass 174 . 0.0[(1)
174] Greater than 50.0% of mass 95 73.2
175 4.0 - 9.0% of mass 174 7.11(1)
176| Greater than 93.0%, but less that 101.0% of mass 174 93.7](1)
1771 5.0 - 9.0% of mass 176 6.3](2)
(1)-Value is % mass 174 2-Value is % mass 176

THIS TUNE APPLIES TO THE FOLLOWING SAMPLES, MS, MSD, BLANKS, AND STANDARDS:
LAB LAB DATE TIME
SAMPLE ID FILE ID ANALYZED ANALYZED

ICV 100 STD A0213404 02/13/14 12:46

EPA SAMPLE NO.

O J o bW N

O

-
o

=
=

=
N

=
w

=
finy

15
16
17
18
19
20
21
22

page 1 of 1 FORM V V 3/90
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!

1]

/Data Path :
‘Data File :

Acq On
Operator
Sample
Misc

ALS Vial

BEFB
Lg@hbh?
C:\MSDCHEMN\INDATAN021314\
A0213702.D
13 Feb 2014 10:53 am

50 NG BFB
8260
1 Sample Multiplier: 1

Integration File: rteint.p

Method C:\MSDCHEM\1\METHODS\BFB .M
Title :
Last Update
Abundance TIC: A0213302.D
100000
80000
60000
40000
f
20000
. GIIIIIIIIl]l"llll|l|llll|ll‘ll LR e ) Trrryrrea rrryrTuney ||II]IIII|IIIIIIIII'IIIIIIIII'IIIIIIIIIIIIIlIl
Time—> 280 300 320 340 360 380 400 420 440 4.60 480 500 520 540 580 580 6.00 620 640 B6.60
Abundance Average of 4.6683 to 4.690 min.: A0213302.D (3
; 95
20000
174
15000
78
10000
5000 50
68
37 81 l 87 |
UlllllllllIIIII'JIIIllllllllIIIII’IIII]IB'.,IIIIII |'||!||l1||1ll IIII'II'II'IIII.I"I]IIII T F 7T
mfz—> 30 40 50 60 70 80 90 TDU 110 120 130 1406 150 160 170 180
AutoFind: Scans 499, 500, 501; Background Corrected with Scan 492
| Target | Rel. to | Lower | Upper | Rel. | Raw | Result |
| Mass | Mass | Limit% | Limit% | Abn% | Abn | Pass/Fail |
| 50 | 95 | 8 | 40 | 17.2 | 3951 |  PASS
| 75 ] 95 | 30 | 66 | 48.9 | 11210 | PASS
| 95 | 95 | 100 | 100 | 100.0 | 22906 | PASS
| 96 | 95 | 5 | 9 | 6.7 | 1524 |  PASS |
| 173 | 174 | 0.00 | 2 | 0.0 | |  PASS |
| 174 | 95 | 50 | 120 | 73.2 | 16756 | PASS |
| 175 | 174 | 4 | 9 | 7.1 | 1196 | PASS
[ 176 | 174 | 93 | 101 | 93.7 | 15700 | PASS
| 177 | 176 | 5 9 | 6.3 | 995 |  PASS
FB\RDLThat Feb 13 10:5%9:15 2014 AG1Report Number 6612 - Sea Cucumber - Volatiles - 8260B Page:
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cage of 4.683 to 4.690 min.: A0213302.D

NG BEFB

dified:subtracted

m/z
37.05

ARDL Inc

abund ,
914
804
852

3951
1400
599
1100
g6l
829
2268
2069

m/z
73.00
74.05
75.00
76.00
78.90
80.90
86,95
88,00
92.05
93.00
94.05

abund,
896
3520
11210

1102

221
181
769
518
458
289
2562

m/z
95.00
96,05

173,95
174.95
175,95
176,95

abund.
22906
1524
16756
1196
15700
995

m/z

abund.

Report Number 6612 - Sea Cucumber - Volatiles - 8260B
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Method
Method
Title

Last Update
Response Via

Continuing Calibration Report AGl

Path : C:\MSDCHEMN1\METHODS\

File : SOIL_44HI.M
8260 VOLATILES

¢
CC Data File: A0213304.D

Thu Mar 20 09:21:05 2014
Initial Calibration

Rel. Area : 50%
Max. Rel. Area : 150%

& 9l20lny

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

Compound
1 I Chlorobenzene—-d5
2 S Toluene-d8
3 MCT Toluene
4 CT Ethylbenzene
5 T m & p-Xylene
6T Styrene
7T o-Xylene
8 I 1,4-Dichlorobenzene-d4
9 8 4-Bromofluorobsenzene
10T 1.2,4-Trimethylbenzene

AvgRF CCRF %Dev Area%
1.000 1.000 0.0 97
2.266 2.428 -7.2 100
3.029 3.142 -3.7 103
3.654 3.676 -0.6 102
2.960 3.083 -4.2 105
2.217 2.314 -4.3 102
1.277 1.396 -9.3 107
1.000 1.000 0.0 101
0.951 1.002 -5.4 103
3.351 3.744 -11.7 113

SPCC's out = 0 CCC's out = 0

SOIL_44HI.M Thu Mar 20 09:21:07 2014 AG1

ARDL Inc

Report Number 6612 - Sea Cucumber - Volatiles - 8260B
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Quantitation Report (Not Reviewed)

Data Path : C:\MSQFHEM\l\DATA\021314\

Data File : A0213204,

Acq On 13 FebQ“zﬁ}lg"El‘*lz:z;s pm
Operator

Sample : VSTD100/ICVY

Misc 1 8260

ALS vial 1 Sample Multiplier: 1

Quant Time: Mar 20 09:20:58 2014

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_44HI.M
Quant Title : 8260 VOLATILES

QLast Update : Thu Mar 20 09:11:30 2014
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene—d5 8.77 82 270393 125.00 ug-sKg 0.00
8) 1,4-Dichlorobenzene-d4 10.14 152 270377 125.00 ugsKg 0.00

System Monitoring Compounds
2) Toluene-d8 7.83 98 525248 107.18 ug-sKg 0.00
Spiked Amount 100.000 Recovery = 107.18%

9) 4-Bromofluorobenzene 9.48 95 216816 105.37 ug-Kg 0.00
Spiked Amount 100.000 Recovery = 105.37%

Target Compounds Qvalue
3) Toluens 7.86 91 679686 103.74 ug-sKg 99
4) Ethylbenzene 8.78 91 795240 100.62 ugsKg 97
5) m & p-Xylene 8.86 91 1333941 208.33 ugsKg 94
6) Styrene 9.15 104 500492 104.35 ugsKg 91
7) o-Xylene 9.12 106 301959 109.30 ugsKg 85

10) 1,2,4-Trimethylbenzene 9.88 105 809782 111.71 ugrKg 92

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

S0II,_44HI.M Thu Mar 20 09:22:05 2014 AG1

ARDL Inc Report Number 6612 - Sea Cucumber - Volatiles - 8260B
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Data Path
Data File
Acq On
QOperator
Sample
Misc

ALS Vial

Quant Time:

Quant Method

Quant Title

QLast Update
Response via

Quantitation Report (Not Reviewed)

C:\MSDCHEMN\IN\DATAN021314\
A0213304.D
13 Feb 2014 12:46 pm

VSTD100/1ICV
8260 .
1 Sample Multiplier: 1

Mar 20 09:20:58 2014
C:\MSDCHEM\1\METHODS\SOIL_44HI.M
8260 VOLATILES
Thu Mar 20 09:11:30 2014
Initial Calibration

fbundance
3600000
3400000
3200000
3000000
2800000
2600000
2400000

% 2200000
2000000
1800000
1600000
1400000
1200000
1000000
800000

600000

400000

200000

TIC: A0213304.D

5.t

1,4-Dichlorobenzene-d4,|

1,2, 4-Trimethylbenzene, T

Styrene, T 0-Xylene, T

ToluenetthiBne MCT

Time--> 2.00

o W I ) A S R A R R

ey
3.00 4.00 5,00 6.00 7.00 8.00 9.00 10.00 11.0

SOIL_44HI.M Thu Mar 20 09:22:05 2014 AGl

ARDL Inc
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VOLATILE ORGANIC GC/MS TUNING AND MASS CALIBRATION - BROMOFLUOROBENZENE

ARDL Inc

5A

(BFB)

Lab Name: ARDL, Inc. Contract: —--—
Lab Code: --- Case No.: 006612 SAS No.: ——— SDG No.: --—-
Lab File ID: A0226402 BFB Injection Date: 02/26/14
Instrument ID: AG1 BFB Injection Time: 08:50
m/e| ION ABUNDANCE CRITERIA ié3§g§£g§
50] 8.0 - 40.0% of mass 95 17.8
75] 30.0 - 66.0% of mass 95 49.2
95| Base Peak, 100% relative abundance 100.
961 5.0 - 9.0% of mass 95 7.3
173] Less than 2.0% of mass 174 0.0 (1)
174] Greater than 50.0% of mass 95 76.7
175 4.0 - 9.0% of mass 174 7.11(1)
176| Greater than 93.0%, but less that 101.0% of mass 174 95.6] (1)
177! 5.0 - 9.0% of mass 176 7.2]1(2)

QO J oy WN

el

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

EPA SAMPLE NO. LAB LAB DATE TIME
SAMPLE 1ID FILE ID ANALYZED ANALYZED
VOA STD 100 STD A0226403 02/26/14 09:18
SPBK 02/26/14 006612-08K1 A0226404 02/26/14 09:59
BK 02/26/14 006612-08B1 A0226405 02/26/14 10:40
MAK102C 006612-01 A0226406 02/26/14 11:18
MAK103C 006612-02 A0226407 02/26/14 11:50
MAK104C 006612-03 A0226408 02/26/14 12:20
MAK105C 006612-04 A0226409 02/26/14 12:50
MAK106C 006612-05 A0226410 02/26/14 13:20
MAK107C 006612-06 A0226411 02/26/14 13:49
MAK108C 006612-07 A0226412 02/26/14 14:19
MAK110C 006612-08 A0226413 02/26/14 14:47
MAK110CMSD 006612-08MD A0226415 02/26/14 15:44
MAK110CMS 006612-08MS AQ226416 02/26/14 16:12
page 1 of 1 FORM V V 3/90
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(1) -Value is % mass 174

2-Value is % mass 176

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

BLANKS, AND STANDARDS:




BFB

Data Path C:\MSDCHEM\1\DATAN022614\
Drta Frle A0226402.D
Acgq On 26 Feb 2014 8:50 am
Operator
Sample 50 NG BFB
Misc 8260 SOIL
ALS Vial 1 Sample Multiplier: 1
Integration File: rteint.p
Method C:\MSDCHEM\1\METHODS\BFBSOIL ,M
Title :
Last Update
Abundance TIC: AD226402.D
200000
150000
100000
50000
0 . ]
1I|Il_l_|_r1ll1_'_rllIITrIIIITIlIIII]IIIlIIIIIllllIlllIlIIllllllllllllIIIIIIIIIIIIIllll]llllllllllllllﬁﬂ
Time—> 280 300 320 340 360 380 400 420 440 460 480 500 520 540 5.60 580 6.00 620 6.40 6.60
Abundance Awverage of 4.690 to 4.696 min.: A0226402.D ()
95
40000
50
38000 174
30000
25000
75
20000
15000
10000 50
5000 61 69
| G aa )l s || il 8 % 119 143
f DII'I‘IIIIIT]’IIIIIII!IIIIID‘I_I'III‘I_FIIl‘lillIlfrllll“lllI_IIIII]_IIIII_FIIIIﬁIIIII |||—r|
miz—> 30 40 50 60 70 80 30 100 110 120 130 140 150 160 170 180
AutoFind: Scans 501, 502, 503; Background Corrected with Scan 493
| Target | Rel. to | Lower | Upper | Rel. | Raw | Result |
| Mass | Mass | Limit% | Limit% | Abn% | Abn | Pass/Fail |
| 50 i 95 i 8 | 40 | 17.8 | 7503 | PASS |
|75 | 95 | 30 | 66 | 49.2 | 20733 | PASS |
| 95 | 95 | 100 | 100 | 100.0 | 42128 | PASS [
| 96 | 95 | 5 | o | 7.3 | 3057 | PASS |
| 173 | 174 | 0.00 | 2 | 0.0 | 0 | PASS |
| 174 | 95 | 50 | 120 | 76.7 | 32301 | PASS |
| 175 | 174 | 4 9 | 7.1 | 2278 | PASS I
| 176 | 174 | 93 | 101 | 95.5 | 30882 |  PASS [
| 177 ] 176 | 5 | 9 | 7.2 | 2212 | PASS |
BEBSOIL .M d F 6 08:55:53 2014 AG1 P 1
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wwerage of 4.690 to 4.696 min.: A0226402.D

50 NG BFB

fodified:subtracted

ns/z
37.05
38.05
39.05

ARDL Inc

' abund.
1496
1453

447
96
190
170
1502
7503
2528
447
1134

abund.
184
2013
1800
1415
3472
3796
1817
6746
20733
1903
805

Report Number 6612 - Sea Cucumber - Volatiles - 8260B

abund.
646
228
1216
311
737
1029
1730
4541
42128
3057
192

n/z

142.
171.
173.
174,
176.
176.

abund,
416
195
32301
2278
30882
2212
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Continuing Calibration Report AG1

»

Method Path : C:\MSDCHEM\1\METHODS\
Method File : SOIL_44HI.M

Title © 8260 VOLATILES

Last Update : Thu Mar 20 10:04:19 2014
Response Via : Initial Calibration

CC Data File: A0226403.D

Min. RRF : 0.000 M™Min. Rel. Area : 50%
Max. RRF Dev : 20% Max. Rel. Area : 150%
Compound AvgRF

CCRF

11 Chlorobenzene-d5 1
28 Toluene-ds8 2
3 MCT Toluene 3.
4 CT Ethylbenzene 3.654
5T m & p-Xylene 2
6 T Styrene 2
7 T o-Xylene 1

8 I 1,4-Dichlorobenzene-d4 1
9 5 4-Bromofluorobenzene 0.951
0T 1,2,4-Trimethylbenzene 3

(#) = Out of Rangse SPCC's out

ORRDH #i¢I .M Thu Mar 20 10:04:21 2®bdorBKhlmber 6612 - Sea Cucumber - Volatiles - 82608
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Data Path
Data File
Acgqg On
Operator
Sample
Misc

ALS Vial

Quant Time:
Quant Method
Quant Title
QLast Update
Response via

Internal St

1) Chloro
8) 1,4-Di

System Moni
2) Toluen
Spiked Am
9) 4-Brom
Spiked Am

Target Comp
3) Toluen
4) Ethylb
5) m & p-
6) Styren
7) o-Xyle

10) 1,2,4-

Thu Mar 20 10:02:10 2014

Initial Calibration
andards R.T. QIon Response Conc Units Dev(Min)
benzene-d5 8.77 82 239434 125.00 ugsKg 0.00
chlorobenzene-d4 10.15 152 232751 125.00 ug-/Kg 0.00
toring Compounds
e-ds8 7.84 98 427300 98 .46 ugsKg 0.00
ount 100.000 Recovery = 98.46%
ofluorobsenzene 9.48 95 165890 93.65 ug-sKg 0.00
ount 100.000 Recovery = 93.65%
ounds QOvalue
e 7.87 91 583336 100.55 ug/Kg 29
enzene 8.78 21 722345 103.21 ug/Kg 96
Xylene 8.87 91 1193530 210.50 ugsKg 91
e 9.15 104 428024 100.78 ugsKg 89
ne 9.12 106 248288 101.50 ugsKg 82
Trimethylbenzene 9.88 105 674566 108.10 ugsKg 20
fier out of range (m) = manual integration (+) = signals summed

(#) = quali

Quantitation Report (Not Reviewed)

C:\MSDCHEM\1\DATAN022614\
A0226403.D
26 Feb 2014 9:18 am

VSTD100
8260 SOIL
1 Sample Multiplier: 1

Mar 20 10:04:16 2014

C:\MSDCHEM\1\METHODS\SOIL_44HT.

8260 VOLATILES

JOIL_44HI.M Thu Mar 20 10:04:16 2014 AGl
Report Number 6612 - Sea Cucumber - Volatiles - 8260B

ARDL Inc

Page: 1
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\1\DATAN022614\
Data File : A0226403.D

Acq On 1 26 Feb 2014 9:18 am
Operator

Sample 1 VSTD10O

Misc : 8260 SOIL

ALS Vvial : 1 Sample Multiplier: 1

Quant Time: Mar 20 10:04:16 2014

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_44HI.M
Quant Title : 8260 VOLATILES

QLast Update : Thu Mar 20 10:02:10 2014
Response via : Initial Calibration

Abundance : ’ TIC: AD226403.D
© 3400000

3200000

3000000

2800000

—EfiiptrherzensyR |, p-Xylene,T

2600000
© 2400000

2200000

1,4-Dichlorobenzene-d4,|

2000000

1800000

1.2, 4-Trimethylbenzene,T

1600000

1400000

Styrene, P-Xylene,T

1200000

Toluene-d8,Foluene, MCT

y
§
1000000
800000
600000
400000
e LU
L |
Time> 200 300 400 500 ebo 700 800 000 1000 ART SR AR SR

SOIL_44HI.M Thu Mar 20 10:04:17 2014 AG1 Page: 2
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"T
| oyr
A Notebook No. 30 1 /
PROJECT ?} lg'hq' {)[Gl I SO”_, ' Continued from Page
uln [ e = [SQILL 24
T l= P}%S()l UL [emb ()
: —l]/ Wf/ 5 Lq/} AN 5}
| Dl d I Miudi= 1sdidl
i . 8260
| 8 1 A0212408d O 50 NG BFB (Jul - X1007) PoY 8260
| 9 1 A0212409d O. VSTDO0O 8260 -
10 2 A0212410d 0. VSTDO000 8260 (ncllod Stie syt
L 11 3 A0212411d O, VSTDOO0O - PA¥Y- 8260 | | |_
£ 12 4 A0212412d 0. VSTDO005 : 8260 = PSS
L 13 5 A0212413d 0. VSTDO10 8260 = WST0¥s
' 14 6 A0212414.d 0. VSTD020 8260 ~ {smlosd
— 15 7 A0212415d 0. VSTD030 : 8260 = \5Tho 76
16 8 A0212416.d 0. VSTD040 - oIL_Y4% 8260 = ﬂs‘. ,.‘il
17 9 A0212417d 0. - VSTDO050 8260 — J5711195]
| 1 18 10 A0212418d 0. VSTD060 8260 ~VEm)zo
19 11 A0212419.d o VSTD08O 8260 = WsmDles
Y20 12 A0212420d 0. FLUSH : 8260
21 13 A0212421d O. VSTDOO5 Nt Meeded 8260
i 22 14 A0212422.d 0. vsTD030 - W1 82607
’ ,\m\o\\'}/
0 U
JSiD Yu7A | Sund Xpgd | Tl XingS | bt [P I
VS || 5L i EER Y0 05,0
10 ' T 4 | ,
) s [ /
2 2 [.% 5
) ¢ dr Y
o) 5 ¢ 5
(gD (g 2 b
) -+ ¥ L ¢

Nt Calibietid ol |Cilarppthabe, Bednd, otuline Cllodas
Chavhond. pudnd Ton Gir OxUlidash (Qra106) [Pl Limde opy )
ol il Shdaydt diavle adjugtd o 9 hunddunorf
Hidhd e lpolp iy posed. | Sy

Continued on Page

! Read and Understood By

U IIB/N _ apd kY

Signed “Date ” Signed Date
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ARDL Inc

331% :
Notebook No. 55 .
PROJECT 9/1‘7) ﬂ AG\‘ go’(/ Continued from Page
(i [ adi= S0IL L 2 olLt TSTD ¥ Y109
W EBEASIIC UL BN=|¢Y udl- Qur] =1 ¥10%Y
Y WMUA: S)O’ — q?)
B Injection Log
— Directory:  C:\MSDCHEM\1\DATA\021314
— Line Vial FileName  Multiplier SampleName Misc Info!
| i\'%q\q\b N e
1 1 A0213301d O, FLUSH “ 8260
1 2 1 A0213j02d O, 50 NG BEB (Jul-J1007) ~Pasyy” 10:5%475260 enc. b S 43
| | 3 1 A0213803d 0. VSTDOAG/ICV (5 {. 8260 —1 YSTHOY
4 1 A0213B04d O. VSTDO4GICY - Py 8260 —~ USTDOY)
1 5 1 A0213B05d O. vsTDooo  eelaeli4 8260 -
. | 6 1 A0213306d O VSTDO00O , 8260
7 1 A0213407.d 0. VSTDO000 8260
| 8 2 A0213408d O LOD 1 8260
9 3 A0213409d O. LOD 1 8260
1 10 4 A0213410d O. LOD 2 8260
1 11 5 A0213411.d O. LOD 2 ' 8260
| 12 6 A0213412d 0. LOQ 1S ey ' _ 8260
13 7 A0213413d O, Loq 17 Spileet wrigy e 8260
1 14 8 A0213414d 0. VSTD040 {8260 . '
(m\\ {
Dl FSuh- \10}5/’ 0, ul,-kww,.- Wl - YWM;; 0.5 ul-X109(o
Wwp 4 2 Gudl- X9 0.&%1/'(10?1/}:40%—100 DX 1090
1 = Sl X102 | 050, Tul-Aias], 0.5 ul KD,
TOU B Dyl 0093 1Y L -XIO’N,' K0T Yud -XIDRY
' /
0 |
TR
T
1

Continued on Page

Signed

Read and Understood By

F

Date Signed

Y=y

Date
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o 3317
- ‘ Notebook No.
PROJECT QMUIM /\C’gl YD Soic | Gontinued from Page
o [ = [Sald_94im hul - ESTD[= X[03Y
T = AFOSOIL.IL em=1I¥sh | Qull-dur ¥ Xil035)
Tk =\NG L 51l pa 2 | (D14t Faa Amadt X (00
(Vlldmt Muliid+ Soll]_ 42 udHn @uai
B Cblaold
AOTANOLID | AlUSH , N _
OO0 | B0 ING b, (Dl Hdool) | ¥avy | ©60jam
03.0__| USTDelia [0 vy
. DA KJ0AY | Yl 0%
09.0 | UCS iy
] U090, + Yl -KIogT
0500 | VSTodo | 1Py A
DD | 00UWGIR -0l MABLOAC (9.01a) | FBVY
D101 | 0DbhI%-109 [MAkLAC] (19%) | Po)
04.00 | 0Dl %- 03 |MEKIY O [LATs) | Das
090" [00bl2- 04| IMMSE| Golg) | Fary’
0| 1006017 05| MRcloue | (1993 ) | R
1. 000G19- 06 | MAITIC T (.o3a)l | Pavy
9.0 | J0dLll 0n | MADSC | (lagg ) | Pawy|
(A0 1006EH-0C | WAL | (F00a) A Fasst | |
[0 10002 oYM [Metiotus) (Road) (B)] Gilps | - LE
Dl a8 0440 | ‘
150 || 00l F0gun  MALLIDCMSD @.0a)lC) Fayy
S |28 OO |
[0 000l 208ng  MARTDAMS] (D0)a)) Py
Sy A8 Ot - A
.01 D0GL 051D [ MMNoemED |(AKs)(E) _Fiuy- DNA
SOl g Q4.0 |
(.0 | VSmesn'el Oavyl | B:logm |
St 28104.0] |- |
440 | USmedos Notuullwtid |
Qomul a9 03,0 || |
=gl
g L
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Blank / Field Sample / QC Data

Sample Results

Chromatogram

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

Tentatively Identified Compounds (If required)

Rev. 1.1
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I

Lab Report No:

ARDL,

INC.
P.O. Box 1566

400 Aviation Drive;

MtE. Vernon,

006612

Report Date:

Illinois

62864

03/20/2014

Project Name:
Project No.:

MAKAU MILITARY RES O

Analytical Method:

Analysis: VOLATILES, GC/MS (8260)

8260B

|

|

NELAC Certified - IL100308 Prep Method: 5030A |

I

Field ID: NA ARDL Lab No.: 006612-08K1 |

Desc/Location: NA Lab Filename: A0226404 |

Sample Date: NA Received Date: NA |

Sample Time: NA Prep. Date: 02/26/2014

Matrix: QC Material Analysis Date: 02/26/2014 |

Amount Used: 29 Instrument ID: AGl |

Final Volume: 5 mL QC Batch: 0227JFST |

% Moisture: NA Level: LOW |

I

Method Reporting Data |

Parameter Limit Limit Result Flag Units |

|
Toluene 2.50 12.5 94.2 UG/KG
Ethyl Benzene 2.50 12.5 95.5 UG/KG
m & p-Xylene 5.00 25.0 195 UG/KG
Styrene 2.50 12.5 94.2 UG/KG
o-Xylene 2,50 12.5 92.8 UG/KG
1,2,4-Trimethylbenzene 2.50 12.5 104 UG/KG

I

|SURROGATE RECOVERIES: Limits Results |

| Toluene-ds 50-150 98% |

| 4 -Bromofluorobenzene 50-150 96% |

I

Surrogate recoveries marked with

Xl

indicates they are outside standard limits.

Spike Blank for Run 0227JFST, VOLATILES, GC/MS (8260)

ARDL Inc

Report Number 6612 - Sea Cucumber - Volatiles - 8260B
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Data Path
Data File
Acg On
Operator
Sample
Misc

ALS Vial

Quant Time:
Quant Method
Quant Title
QLast Update
Response via

Internal St

125.00 ugsKg 0.00
125.00 ugsKg 0.00

1) Chloro
8) 1.4-Di

System Moni

Quantitation Repor

C:\MSDCHEMN\INDATAN022614\
A0226404.D
26 Feb 2014 9:59 am

res QDb 12-08K

8260 SOIL
1  sample Multiplier: 1 6&803&Dh4
Mar 20 10:04:29 2014
C:\MSDCHEM\1\METHODS\SOIL_44HI .M
8260 VOLATILES
Thu Mar 20 10:04:19 2014
Initial Calibration

andards R.T. QIon R
benzene-d5 8.77 82
chlorobenzene-d4 10.14 152

toring Compounds

t (Not Reviewed)

271841
293913

482988 98,

2) Toluene-ds8 7.84 98

Spiked Amount

100.000

Recovery

ug-sKg 0.00
98.03%
ug/Kg 0.00
95.97%

Ovalue
ug-Kg 29
ug-Kg 97
ug/Kg 92
ug-/Kg 89
ug-/Kg 80
ug-/Kg 92

9) 4-Bromofluorobenzene 9.48 95 214668 95.
Spiked Amount 100.000 Recovery
Target Compounds
3) Toluene 7.87 91 620730 94,
4) Ethylbenzene 8.78 921 758912 95.
5) m & p-Xylene 8.86 91 1255620 195.
6) Styrene 9.15 104 454329 94.
7) o-Xylene 9.12 106 257675 92.
10) 1,2,4-Trimethylbenzene 9.88 105 819938 104.
(#) = qualifier out of rangs (m) = manual integration (+)

signals summed

SORRDA4RI .M Thu Mar 20 10:04:30 2@®bdodmber 6612 - Sea Cucumber - Volatiles - 8260B
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\1\DATAN022614\
Data File : A0226404.D

Acq On : 26 Feb 2014 9:59 am
Operator

Sample . €S (DD@[D/Q’O@K(
Misc : 8260 SOIL

ALS vial : 1  Sample Multiplier: 1 %QSDBIZOI/‘/

Quant Time: Mar 20 10:04:29 2014

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_44HI.M
Quant Title : 8260 VOLATILES

QLast Update : Thu Mar 20 10:04:19 2014
Response via : Initial Calibration

Abundance ’ a TIC; A0226404.D
| 2.8e+07

2.7e+07

2.6e+07

2.5e+07

2.4e+07

2.3e+07

2.2e+07

2.1e+07

2e+07

1.9e+07

1.8e+07

1.7e+07

1.6e+07

1.5e+07

1.4e+07

1.3e+07

1.2e+07

1.1e+07

1e+07

9000000

8000000

7000000

g5,1

6000000

5000000

o

1,2,4-Trimethylbenzene, T
1,4-Dichlorobenzene-d4,1

| 4000000

3000000

-Bromofluorobenzene,S

TobigeaelMBT
Syretese, T

2000000

1000000

(AT aa A AAA

Time--> 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00

A
LAMLIS S St B T Bt St B B R B I R S B I B

S(R&B ?4HI.M Thu Mar 20 10:04:30 2014 AG1l Page: 2
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METHOD BLANK REPORT
ARDL, Inc. 400 Aviation Drive; P.0O. Box 1566

Mt. Vernon,

Lab Report No: 006612

Illinois 62864

Report Date:  03/20/2014

Project Name: MAKAU MILITARY RES O

Analysis: VOLATILES, GC/MS (8260)

Project No.: Analytical Method: 8260B

NELAC Cextified - IL100308

Prep Method: 5030A

I |

I I

I I

I I

| Field ID: NA ARDL Lab No.: 006612-08B1

| Desc/Location: NA Lab Filename: A0226405

| sample Date: NA Received Date: NA

| Sample Time: NA Prep. Date: 02/26/2014

| Matrix: QC Material Analysis Date: 02/26/2014

| Amount Used: 2 g Instrument ID:  AGl

| Final Volume: 5 mL QC Batch: 0227JFST

| % Moisture: NA Level: LOW

I I

| Method Reporting Data

| Parameter Limit Limit Result  Flag Units |

| |

| Toluene 2.50 12.5 ND UG/KG

| Ethyl Benzene 2.50 12.5 ND UG/KG

| m & p-Xylene 5.00 25.0 ND UG/XG

| Styrene 2.50 12.5 ND UG/KG

| o-Xylene 2.50 12.5 ND UG/KG

| 1,2,4-Trimethylbenzene 2.50 12.5 ND UG/KG

I |

| SURROGATE RECOVERIES: Limits Results |

| Toluene-ds 50-150 102% |

|4 -Bromofluorobenzene 50-150 112% [
I

Surrogate recoveries marked with

'*' indicates they are outside stand

Blank for Run 0227JFST, VOLATILES, GC/MS (8260)

ARDL Inc Report Number 6612 - Sea Cucumber - Volatiles - 8260B

ard limits.

Page 1 of 1

Page 106 of 142



Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\1\DATAN022614\
Data File : A0226405.D

Acg On : 26 Feb 2014 10:40 am
Operator

Sample L VSTRest @O[o@/ﬁ%é’ﬁ(
Misc : 8260 SOIL

ALS Vial : 1 Sample Multiplier: 1 §R 03(20//f

Quant Time: Mar 20 10:06:56 2014

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_44HI.M
Quant Title : 8260 VOLATILES

QLast Update : Thu Mar 20 10:04:19 2014
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.77 82 253105 125.00 ugsKg 0.00
8) 1.4-Dichlorobenzene-d4 10.14 152 276879 125.00 ug-sKg 0.00

System Monitoring Compounds
2) Toluene-d8 7.84 98 466597 101.71 ug-Kg 0.00
Spiked Amount 100.000 Recovery = 101.71%

9) 4-Bromofluorobenzene 9.48 95 235108 111.58 ug/Kg 0.00
Spiked Amount 100.000 Recovery = 111.58%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed
SOIL_44HI.M Thu Mar 20 10:07:04 2014 AGl Page: 1
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Data Pat
Data Fil
Acq On
Operator
Sample
Misc
ALS Vial

Quant Ti
Quant Me
Quant Ti
QOLast Up
Response

Quantitation Report

h : C:\MSDCHEM\1\DATAN\022614\
e : A0226405.D
26 Feb 2014
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ARDIL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006612 Report Date:  03/20/2014

| Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260) |

| Project No.: Analytical Method: 8260B |

| NELAC Certified - IL100308 Prep Method: 5030A |

| |

| Field ID: MAK102C ARDL Lab No.: 006612-01

| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: D0226406 |

| Sample Date: 01/13/2014 Received Date: 02/20/2014 |

| Sample Time: 1002 Prep. Date: 02/26/2014 |

| Matrix: TISSUE Analysis Date: 02/26/2014 |

| Amount Used: 2 g Instrument ID: AG1 |

| Final Volume: 5 mL QC Batch: 0227JFST |

| % Moisture: No Moisture Present Level: now |

| |

| Method Reporting Data Dilution |

| Parameter Limit Limit Result Flag Units Factor |

I

| Toluene 2.50 12.5 ND UG/KG 1

| Ethyl Benzene 2.50 12.5 ND UG/KG 1

| m & p-Xylene 5.0 25.0 ND UG/KG 1

| Styrene 2.50 12.5 ND UG/KG 1 |

| o-Xylene 2.50 12.5 ND UG/KG 1

| 1,2,4-Trimethylbenzene 2.50 12.5 ND UG/KG 1

| |

| SURROGATE RECOVERIES: Limits Results |

| Toluene-ds 50-150 96% |

| 4 -Bromofluorobenzene 50-150 104% |
l

Surrogate recoveries marked with '*!

Sample 006612-01, VOLATILES, GC/MS (8260)

indicates they are outside standard limits.

ARDL Inc Report Number 6612 - Sea Cucumber - Volatiles - 8260B
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Quantitation Report (Not Reviewed)

"Data Path : C:\MSDCHEMN\1\DATAN022614\
Data File : A0226406.D

Acg On : 26 Feb 2014 11:18 am
Operator :

Sample : 006612-01

Misc : 8260 SOIL MAK102C (2.01g}
ALS vial : 1 Sample Multiplier: 1

Quant Time: Mar 20 10:07:56 2014

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_44HI .M
Quant Title : 8260 VOLATILES

QLast Update : Thu Mar 20 10:04:19 2014
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.77 82 238949 125.00 ugsKg 0.00
8) 1.4-Dichlorobenzene-d4 10.14 152 265200 125.00 ugsKg 0.00

System Monitoring Compounds
2) Toluene-ds8 7.84 98 416659 96.21 ugsKg 0.00
Spiked Amount 100.000 Recovery = 96.21%

9) 4-Bromofluorobenzene 9.48 95 210442 104.27 ugs/Kg 0.00
Spiked Amount 100.000 Recovery = 104.27%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed
SOTIL_44HI.M Thu Mar 206 10:07:56 2014 AG1 Page: 1
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Data Path
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Operator
Sample
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Quant Time:
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Quant Title
OLast Update
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Quantitation Report (Not Reviewed)
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006612 Report Date: 03/20/2014
Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260) |
Project No.: ' Analytical Method: 8260B
NELAC Certified - IL100308 Prep Method: 5030A |
|
Field ID: MAK103C ARDL Lab No.: 006612-02 |
Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: A0226407 I
Sample Date: 01/13/2014 Received Date: 02/20/2014 |
Sample Time: 1022 Prep. Date: 02/26/2014
Matrix: TISSUE Analysis Date: 02/26/2014
Bmount Used: 2 g Instrument ID:  AGl
Final Volume: 5 mL QC Batch: 0227JFST |
% Moisture: No Moisture Present Level: LOW
I
Method Reporting Data Dilution |
Parameter Limit Limit Result Flag Units Factor |
|
Toluene 2.50 12.5 ND UG/KG 1
Ethyl Benzene 2.50 12.5 ND UG/KG 1
m & p-Xylene 5.0 25.0 ND UG/KG 1
Styrene 2.50 12.5 ND UG/KG 1
o-Xylene 2.50 12.5 ND UG/KG 1
1,2,4-Trimethylbenzene 2.50 12.5 ND UG/KG 1
|
| SURROGATE RECOVERIES: Limits Results
| Toluene-ds 50-150 92% |
|4 -Bromofluorobenzene 50-150 104%
I

ARDL Inc

Surrogate recoveries marked with '%*!

Sample 006612-02, VOLATILES, GC/MS (8260)

indicates they are outside standard limits.

Report Number 6612 - Sea Cucumber - Volatiles - 8260B
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Quantitation Report (Not Reviewed)

Data Péth ¢ C:\MSDCHEMN\INDATAN022614N\
Data File : A0226407.D

Acq On : 26 Feb 2014 11:50 am
Operator

Sample : 006612-02

Misc : 8260 SOIL MAK103C (1.98g)

ALS vial : 1 Sample Multiplier: 1

Quant Time: Mar 20 10:05:31 2014

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_44HI .M
Quant Title : 8260 VOLATILES

QLast Update : Thu Mar 20 10:04:19 2014
Response via : Initial Calibration

Internal Standards R.T. DIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.77 82 234934 125.00 ugs/Kg 0.00
8) 1,4-Dichlorobenzene-d4 10.14 152 255501 125.00 ugsKg 0.00

System Monitoring Compounds
2) Toluene-d8 7.83 98 390837 91.79 ug/Kg 0.00
Spiked Amount 100.000 Recovery = 91.79%

9) 4-Bromofluorobenzene 9.48 95 201332 103.54 ugsKg 0.00
Spiked Amount 100.000 Recovery = 103.54%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed
SOIL_44HI .M Thu Mar 20 10:05:31 2014 AGl Page: 1
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Data Path
Data File
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Operator
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Quant Time:
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Quant Title
QLast Update
Response via

Quantitation Report (Not Reviewed)
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ARDL, INC.
400 Aviation Drive; P.0O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006612 Report Date: 03/20/2014

| Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260) [

| Project No.: Analytical Method: 8260B

| NELAC Certified - IL100308 Prep Method: 5030A |

| |

| Field ID: MAK104C ARDL Lab No.: 006612-03 |

| Desc/Location: MAKAU MILITARY RES ORHU Lab Filename: A0226408 |

| Sample Date: 01/13/2014 Received Date: 02/20/2014

| Ssample Time: 1100 Prep. Date: 02/26/2014 |

| Matrix: TISSUE Analysis Date: 02/26/2014 |

| Amount Used: 2 g Instrument ID: AGl

| Final Volume: 5 mL QC Batch: 0227JFST |

| % Moisture: No Moisture Present Level: LOW |

| |

| Method Reporting Data Dilution |

| Parameter Limit Limit  Result Flag Units Factor |

| I

| Toluene 2.50 12.5 ND UG/KG 1

| Ethyl Benzene 2.50 12.5 ND UG/KG 1

| m & p-Xylene 5.0 25.0 ND UG/KG 1

| Styrene 2.50 12.5 ND UG/KG 1

| o-Xylene 2.50 12.5 ND UG/KG 1

| 1,2,4-Trimethylbenzene 2.50 12.5 ND UG/KG 1

| I

| SURROGATE RECOVERIES: Limits Results

| Toluene-ds 50-150 91% |

| 4-Bromofluorobenzene 50-150 95% |
I

Surrogate recoveries marked with '*!

Sample 006612-03, VOLATILES, GC/MS (8260)

ARDL Inc Report Number 6612 - Sea Cucumber - Volatiles - 8260B

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

Da%a Path : C:\MSDCHEM\INDATANO022614\
Data File : A0226408.D

Acg On : 26 Feb 2014 12:20 pm
Operator :

Sample : 006612-03

Misc : 8260 SOIL MAK104C (1.97g)

ALS vial : 2 Sample Multiplier: 1

Quant Time: Mar 20 10:05:37 2014

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_44HI .M
Quant Title . 8260 VOLATILES

QLast Update : Thu Mar 20 10:04:19 2014
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.77 82 227281 125.00 ugsKg 0.00
8) 1,4-Dichlorobenzene-d4 10.14 152 271342 125.00 ug-sKg 0.00

System Monitoring Compounds
2) Toluene-d8 7.83 98 374744 90.97 ugsKg 0.00
Spiked Amount 100.000 Recovery = 90.97%

9) 4-Bromofluorobenzene 9.48 95 197135 95.47 ugs/Kg 0.00
Spiked Amount 100.000 Recovery = 95.47%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed
SOIL_44HI .M Thu Mar 20 10:05:38 2014 AGl Page: 1
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Quantitation Report {Not Reviewed)

Data Path : C:\MSDCHEM\I\DATAN022614N\
Data File : A0226408.D

Acq On : 26 Feb 2014 12:20 pm
Operator :

Sample 1 006612-03

Misc : 8260 SOIL MAK104C (1.979g)

ALS Vial : 2 Sample Multiplier: 1

Quant Time: Mar 20 10:05:37 2014

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_44HI.M
Quant Title : 8260 VOLATILES

QLast Update : Thu Mar 20 10:04:19 2014
Response via : Initial Calibration
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ARDL, INC.
400 Aviation Drive; P.0O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006612 Report Date: 03/20/2014
Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260)
Project No.: Analytical Method: 8260B

' j

| NELAC Certified - IL100308 Prep Method: 5030A |

| Field ID: MAK105C ARDL Lab No.: 006612-04

| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: A0226409 |

| Sample Date: 01/13/2014 Received Date: 02/20/2014

| Sample Time: 1130 Prep. Date: 02/26/2014 |

| Matrix: TISSUE Analysis Date: 02/26/2014

| Amount Used: 2 g Instrument ID:  AGl |

| Final Volume: 5 mL QC Batch: 0227JFST

| % Moisture: No Moisture Present Level: LOW

| Method Reporting Data Dilution |

| Parameter Limit Limit Result Flag TUnits Factor |

| Toluene 2.50 12.5 ND UG/KG 1

| Ethyl Benzene 2.50 12.5 ND UG/KG 1

| m & p-Xylene 5.0 25.0 ND UG/KG 1

| Styrene 2.50 12.5 ND UG/KG 1

| o-Xylene 2.50 12.5 ND UG/KG 1

| 1,2,4-Trimethylbenzene 2.50 12.5 ND UG/KG 1

| l

| SURROGATE RECOVERIES: Limits Results |

| Toluene-ds 50-150 84% )

| 4 -Bromofluorobenzene 50-150 97% |
|

Surrogate recoveries marked with '#*!

Sample 006612-04, VOLATILES, GC/MS (8260)

ARDL Inc Report Number 6612 - Sea Cucumber - Volatiles - 8260B

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

Data’ Path : C:\MSDCHEMN\INDATANG22614\
Data File : A0226409.D

Acg On : 26 Feb 2014 12:50 pm
Operator :

Sample 1 006612-04

Misc : 8260 SOIL MAK105C (2.01g)

ALS Vial : 3 Sample Multiplier: 1

Quant Time: Mar 20 10:05:44 2014

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_44HI .M
Quant Title : 8260 VOLATILES

QLast Update : Thu Mar 20 10:04:19 2014
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.77 82 238747 125.00 ug/Kg 0.00
8) 1,4-Dichlorobenzene-d4 10.14 152 261412 125.00 ug-sKg 0.00

System Monitoring Compounds
2) Toluene-ds8 7.83 98 362252 83.71 ugrsKg 0.00
Spiked Amount 100.000 Recovery = 83.71%

9) 4-Bromofluorobenzene 9.47 95 192117 96.57 ug-sKg 0.00
Spiked Amount 100.000 Recovery = 96.57%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed
SOIL_44HI.M Thu Mar 20 10:05:44 2014 AG1 Page: 1
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\1\DATAN022614\
Data File : A0226409.D

Acqg On : 26 Feb 2014 12:50 pm
Operator

Sample . 006612-04

Misc : 8260 SOIL MAK105C (2.0149)

ALS Vial : 3 Sample Multiplier: 1

Quant Time: Mar 20 10:05:44 2014

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_44HI .M
Quant Title : 8260 VOLATILES

QLast Update : Thu Mar 20 10:04:19 2014
Response via : Initial Calibration
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ARDL, INC.
400 Aviation Drive; P.0O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006612 Report Date: 03/20/2014

| Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260) |

| Project No.: Analytical Method: 8260B ]

| NELAC Certified - IL100308 Prep Method: 5030A |

I |

| Field ID: MAK106C ARDL Lab No.: 006612-05

| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: A0226410 |

| Ssample Date: 01/13/2014 Received Date: 02/20/2014

| Sample Time: 1205 Prep. Date: 02/26/2014

| Matrix: TISSUE Analysis Date: 02/26/2014

| Amount Used: 2 g Instrument ID:  AGL |

| Final Volume: 5 mL QC Batch: 0227JFST |

| % Moisture: No Moisture Present Level: LOW

l |

| Method Reporting Data Dilution |

| Parameter Limit Limit Result Flag VUnits Factor |

l I

| Toluene 2.50 12.5 ND UG/KG 1

| Ethyl Benzene 2.50 12.5 ND UG/KG 1

| m & p-Xylene 5.0 25.0 ND UG/KG 1

| Styrene 2.50 12.5 ND UG/KG 1

| o-Xylene 2.50 12,5 ND UG/KG 1

| 1,2,4-Trimethylbenzene 2.50 12.5 ND UG/KG 1

I l

| SURROGATE RECOVERIES: Limits Results

[ Toluene-ds 50-150 B87% |

| 4-Bromofluorobenzene 50-150 97% |
l

Surrogate recoveries marked with '*!

Sample 006612-05, VOLATILES, GC/MS (8260)

ARDL Inc Report Number 6612 - Sea Cucumber - Volatiles - 8260B

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

Data Path : C:\MSDCHEM\1\DATAN022614\
Data File : A0226410.D

Acq On : 26 Feb 2014 1:20 pm
Operator

Sample v 006612-05

Misc : 8260 SOIL MAK106C (1.999g)

ALS Vial : 4 Sample Multiplier: 1

Quant Time: Mar 20 10:05:52 2014

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_44HI .M
Quant Title : 8260 VOLATILES

QLast Update : Thu Mar 20 10:04:19 2014
Response via @ Initial Calibration

Internal Standards R.T. Qlon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.77 82 232103 125.00 ugsKg 0.00
8) 1,4-Dichlorobenzene-d4 10.14 152 260228 125.00 ug-Kg 0.00

System Monitoring Compounds
2) Toluene-d8 7.83 98 366574 87.14 ug-Kg 0.00
Spiked Amount 100.000 Recovery = 87.14%

9) 4-Bromofluorobenzene 9.48 95 192210 97.06 ug/Kg 0.00
Spiked Amount 100.000 Recovery = 97.06%
Target Compounds Ovalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed
SOIL_44HI.M Thu Mar 20 10:05:52 2014 AG1 Page: 1
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'

Data Path
Data File
Acq On
Operator
Sample
Misc

ALS Vial

Quant Time:
Quant Method
Quant Title
QLast Update
Response via

Quantitation Report (Not Reviewed)
C:\MSDCHEM\1\DATAN022614\

A0226410.D
26 Feb 2014  1:20 pm
006612-05

8260 SOIL MAK106C (1.999g)
4 Sample Multiplier: 1

Mar 20 10:05:52 2014
C:\MSDCHEM\1\METHODS\SOIIL._44HI .M
8260 VOLATILES
Thu Mar 20 10:04:19 2014
Initial Calibration
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006612 Report Date: 03/20/2014

| Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260) |

| Project No.: Analytical Method: 8260B

| NELAC Certified - IL100308 Prep Method: 5030A |

I |

| Field ID: MAK107C ARDL Lab No.: 006612-06

| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: A0226411 |

| Sample Date: 01/13/2014 Received Date: 02/20/2014

| Sample Time: 1240 Prep. Date: 02/26/2014

| Matrix: TISSUE Analysis Date: 02/26/2014 |

| Amount Used: 2 g Instrument ID:  AGl

| Final Volume: 5 mL QC Batch: 0227JFST |

| % Moisture: No Moisture Present Level: Low

I |

| Method Reporting Data Dilution |

| Parameter Limit Limit Result Flag Units Factor |

I I

| Toluene 2.50 12.5 ND UG/KG 1

| Ethyl Benzene 2.50 12.5 ND UG/KG 1

| m & p-Xylene 5.0 25.0 ND UG/KG 1

| Styrene 2.50 12.5 ND UG/KG 1

| o-Xylene 2.50 12.5 ND UG/KG 1

| 1,2,4-Trimethylbenzene 2.50 12.5 ND UG/KG 1

I I

| SURROGATE RECOVERIES: Limits Results |

| Toluene-ds 50-150 89% |

| 4 -Bromofluorobenzene 50-150 88% I
|

|

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

Sample 006612-06, VOLATILES, GC/MS (8260) Page 1 of 1
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Quantitation Report (Not Reviewed)

Data Pa&h . C:\MSDCHEMN\1NDATAN022614\
Data File : A0226411.D

Acqg On : 26 Feb 2014 1:49 pm
Operator

Sample 1 006612-06

Misc : 8260 SOIL MAK107C (2.03g)
ALS Vial : 5 Sample Multiplier: 1

Quant Time: Mar 20 10:05:58 2014

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_44HI .M
Quant Title : 8260 VOLATILES

QLast Update : Thu Mar 20 10:04:19 2014
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.76 82 231942 125.00 ug/Kg 0.00
8) 1,4-Dichlorobenzene-d4 10.14 152 292364 125.00 ug/Kg 0.00

System Monitoring Compounds
2) Toluene-ds8 7.83 98 374960 89.19 ug/Kg 0.00
Spiked Amount 100.000 Recovery = 89.19%

9) 4-Bromofluorobenzene 9.47 95 195316 87.78 ugsKg 0.00
Spiked Amount 100.000 Recovery = 87.78%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed
SQIL_44HI.M Thu Mar 20 10:05:58 2014 AGl Page: 1
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Data Pat

h

Data File

Acgqg On
Operator
Sample
Misc

ALS Vial

Quant Time:

Quant Method

Quant Ti

QLast Update
Response via

Abundance

2.7e+07

2.6e+07

2.5e+07

2.4e+07

2.3e+07

2.2e+07

2.1e+07

2e+07

1.9e+07

1.8e+07

1.7e+07

1.6e+07

1.5e+07

1.4e+07

1.3e+07

1.2e+07

1.1e+07

1e+07
; 9000000
| 8000000
7000000
6000000
5000000

4000000

3000000

2000000

1000000

tle

Quantitation Report (Not Reviewed)

C:\MSDCHEMN1INDATAN022614\
A0226411.D
26 Feb 2014 1:49 pm

006612-06
8260 SOIL MAK107C (2.03g)
5 Sample Multiplier: 1

Mar 20 10:05:58 2014
C :\MSDCHEMN\1\METHODS\SOIL_44HI .M
8260 VOLATILES
Thu Mar 20 10:04:19 2014
Initial Calibration

"~ TIC: A0226411.D

1,4-Dichlorobenzene-d4,1
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Chlorobenzene-d5,|
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L
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ARDL, INC,.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006612 Report Date: 03/20/2014

| Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260) |
| Project No.: Analytical Method: 8260B |
| NELAC Certified - IL100308 Prep Method: 5030A |
l |
| Field 1ID: MAK108C ARDL Lab No.: 006612-07 |
| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: A0226412 |
| Sample Date: 01/13/2014 Received Date:  02/20/2014 |
| Sample Time: 1350 Prep. Date: 02/26/2014
| Matrix: TISSUE Bnalysis Date: 02/26/2014 |
| Amount Used: 2 g Instrument ID: AGl
| Final volume: 5 mL QC Batch: 0227JFST
| % Moisture: No Moisture Present Level: LOW
l I
| Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor ]
l |
| Toluene 2.50 12.5 ND UG/KG 1
| Ethyl Benzene 2.50 12.5 ND UG/KG 1 |
| m & p-Xylene 5.0 25.0 ND UG/KG 1
| Styrene 2.50 12.5 ND UG/KG 1
| o-Xylene 2.50 12.5 ND UG/KG 1
| 1,2,4-Trimethylbenzene 2.50 12.5 ND UG/KG 1
| |
| SURROGATE RECOVERIES : Limits Results
| Toluene-ds 50-150 91% |
| 4 -Bromofluorobenzene 50-150 104%

|

Surrogate recoveries marked with '*!

Sample 006612-07, VOLATILES, GC/MS (8260)

ARDL Inc Report Number 6612 - Sea Cucumber - Volatiles - 8260B

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

Data Path : C:\MSDCHEM\1\DATAN022614\
Data File : A0226412.D

Acgqg On : 26 Feb 2014 2:19 pm
Operator

Sample 1 006612-07

Misc : 8260 SOIL MAK108C (1.984)

ALS Vial : 6 Sample Multiplier: 1

Quant Time: Mar 20 10:06:09 2014

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_44HI .M
Quant Title : 8260 VOLATILES

QLast Update : Thu Mar 20 10:04:19 2014
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.76 82 225333 125.00 ug/Kg 0.00
8) 1,4-Dichlorobenzene-d4 10.14 152 242765 125.00 ugs/Kg 0.00

System Monitoring Compounds
2) Toluene-ds 7.83 98 372717 91.26 ugsKg 0.00
Spiked Amount 100.000 Recovery = 91.26%

9) 4-Bromofluorobenzene 9.47 95 191985 103.92 ugsKg 0.00
Spiked Amount 100.000 Recovery = 103.92%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed
SOIL_44HI.M Thu Mar 20 10:06:09 2014 AG1 P

age: 1
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Data Path
Data File
Acq On
Operator
Sample
Misc

ALS Vial

Quant Time:
Quant Method
Quant Title
QLast Update
Response via

Quantitation Report (Not Reviewed)
C:\MSDCHEMNINDATAN022614\

A0226412.D
26 Feb 2014 2:19 pm
006612-07

8260 SOIL MAK108C (1.98g)
6 Sample Multiplier: 1

Mar 20 10:06:09 2014
C:\MSDCHEM\1\METHODS\SOIL_44HI .M
8260 VOLATILES
Thu Mar 20 10:04:19 2014
Initial Calibration

Abundance

2.5e+07
2.4e+07
2.3e+07
2.2e+07
2.1e+07

2e+07
1.9e+07
1.8e+07
1.7e+07
1.6e+07
1.5e+07
1.4e+07
1.3e+07
1.2e+07

1.1e+07

1e+07
g 9000000
; 8000000
; 7000000
é 6000000

5000000
é 4000000
| 3000000

2000000

1000000

TIC: A0226412D
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006612 Report Date: 03/20/2014
| Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260) |
| Project No.: Analytical Method: 8260B |
| NELAC Certified - IL100308 Prep Method: 5030A |
l |
| Field ID: MAK110C ARDL Lab No.: 006612-08 |
| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: A0226413 |
| Sample Date: 01/14/2014 Received Date: 02/20/2014 |
| Sample Time: 0955 Prep. Date: 02/26/2014 |
| Matrix: TISSUE Analysis Date: 02/26/2014 |
| Amount Used: 2 g Instrument ID:  AGl |
| Final Volume: 5 mL QC Batch: 0227JFST
| % Moisture: No Moisture Present Level: LOW |
| |
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor |
| l
| Toluene 2.50 12.5 ND UG/KG 1
| Ethyl Benzene 2.50 12.5 ND UG/KG 1 |
| m & p-Xylene 5.0 25.0 ND UG/KG 1 |
| Styrene 2.50 12.5 ND UG/KG 1
| o-Xylene 2.50 12.5 ND UG/KG 1
| 1,2,4-Trimethylbenzene 2.50 12.5 ND UG/KG 1
l I
| SURROGATE RECOVERIES: Limits Results ]
| Toluene-ds 50-150 89% |
| 4 -Bromofluorobenzene 50-150 95% |
I

Surrogate recoveries marked with '*!

Sample 006612-08, VOLATILES, GC/MS (8260)

ARDL Inc Report Number 6612 - Sea Cucumber - Volatiles - 8260B

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

Data Path : C:\MSDCHEM\1NDATANO22614N
Data File : A0226413.D

Acq On : 26 Feb 2014 2:47 pm
Operator

Sample : 006612-08

Misc : 8260 SOIL MAK110C (2.00qg)

ALS Vial : 7 Sample Multiplier: 1

Quant Time: Mar 20 10:06:18 2014

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_44HI .M
Quant Title : 8260 VOLATILES

QLast Update : Thu Mar 20 10:04:19 2014
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.76 82 218672 125.00 ug Kg 0.00
8) 1.4-Dichlorobenzene-d4 10.14 152 260561 125.00 ug/Kg 0.00

System Monitoring Compounds
2) Toluene-ds 7.83 98 354646 89.48 ug/Kg 0.00
Spiked Amount 100.000 Recovery = 89.48%

9) 4-Bromofluorobenzene 9.47 95 187852 94.73 ugsKg 0.00
Spiked Amount 100,000 Recovery = 94.73%
Target Compounds Ovalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed
SOIL_44HI.M Thu Mar 20 10:06:18 2014 AG1 Page: 1
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Quantitation Report

Data Path

C:\MSDCHEM\1INDATAN02261 4\
Data File A0226413.D
Acg On 26 Feb 2014 2:47 pm
Operator
Sample : 006612-08
Misc : 8260 SOIL MAK110C (2.00g)

ALS vial : 7 Sample Multiplier: 1
Quant Time: Mar 20 10:06:18 2014

Quant Method
Quant Title
QLast Update
Response via

8260 VOLATILES
Thu Mar 20 10:04:19 2014
Initial Calibration

Abundance
| 2.5e+07
2.4e+07
2.3e+07
2.2e+07
2.1e+07
2e+Q7
1.9e+07
1.8e+07
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; 7000000
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| 5000000
4000000
3000000

. 2000000

1000000
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~ TIC: A0226413.D ’
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ARDL, INC.
400 Aviation Drive; P.0O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006612 Report Date: 03/20/2014

| Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260) |

| Project No.: Analytical Method: 8260B

| NELAC Certified - IL100308 Prep Method: 5030A |

| I

| Field ID: MAK110C ARDL Lab No.: 006612-08MD

| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: 70226415 |

| sample Date: 01/14/2014 Received Date: 02/20/2014 |

| Sample Time: 0955 Prep. Date: 02/26/2014

| Matrix: TISSUE Analysis Date: 02/26/2014

| Amount Used: 2 g Instrument ID:  AGL

| Final Volume: 5 mL QC Batch: 0227JFST

| % Moisture: No Moisture Present Level: LOW |

| |

| Method Reporting Data Dilution |

| Parameter Limit Limit Result Flag Units Factor |

| I

| Toluene 2.50 12.5 87.4 UG/KG 1

| Ethyl Benzene 2.50 12.5 86.3 UG/KG 1

| m & p-Xylene 5.0 25.0 177 UG/KG 1

| Styrene 2.50 12.5 83.6 UG/KG 1 |

| o-Xylene 2.50 12.5 84.2 UG/KG 1

| 1,2,4-Trimethylbenzene 2.50 12.5 91.3 UG/KG 1

l l

| SURROGATE RECOVERIES: Limits Results

| Toluene-ds 50-150 99% |

| 4-Bromofluorobenzene 50-150 102% |
|

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

Matrix Spike Duplicate for 006612-08, VOLATILES, GC/MS (8260)

ARDL Inc Report Number 6612 - Sea Cucumber - Volatiles - 8260B
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Quantitation Report (Not Reviewed)

Déta Path : C:\MSDCHEM\1\DATA\022614\

Data File : A0226415.D

Acqg On : 26 Feb 2014 3:44 pm
Operator

Sample : 006612-08MD

Misc : 8260 SOIL MAK110CMSD (2.01g)

ALS Vial : 9 Sample Multiplier: 1

Quant Time: Mar 20 10:23:11 2014
Quant Method : C:\MSDCHEM\1\METHODS\SOIL_44HI.M

Quant Title : 8260 VOLATILES
QLast Update : Thu Mar 20 10:

04:19 2014

Response via : Initial Calibration

Internal Standards

1) Chlorobenzene-d5
8) 1,4-Dichlorobenzene-d4

System Monitoring Compounds
2) Toluene-ds8

8.76 82 248920 125.00 ug/Kg  0.00
10.14 152 266762 125.00 ug/Kg 0.00

7.83 98 4450206 98.64 ug-sKg 0.00

Spiked Amount 100.000 Recovery = 98.64%
9) 4-Bromofluorobenzene 9.47 95 206819 101.87 ug/Kg 0.00
Spiked Amount 100.000 Recovery = 101.87%
Target Compounds Ovaluse
3) Toluene 7.86 91 527276 87 .42 ugsKg 99
4) Ethylbenzene 8.78 91 627991 86.31 ugs/Kg 95
5) m & p-Xylene 8.86 21 1040408 176.50 ug-Kg 92
6) Styrene 2.14 104 369179 83.61 ug/Kg# 87
7) o-Xylene 9.11 106 214093 84.18 ugsKg 80
10) 1,2,4-Trimethylbenzene 9.87 105 653263 91.34 ugsKg 30
(#) = qualifier out of range (m) = manual integration (+) = signals summed

ARDL Inc

SOIL_44HI.M Thu Mar 20 10:23:12 2014 AG1
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Data Path
Data File
Acg On
Operator
Sample
Misc

ALS Vial

Quant Time:

Quant Method

Quant Title

QLast Update
Response via

Abundance )

2.6e+07
2.5e+07
2.4e+07
2.3e+07
2.2e+07
2.1e+07
2e+07
1.9e+07
1.8e+07
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1.6e+07
1.5e+07
1.4e+07
1.3e+07
1.2e+07
1.1e+07
1e+07
9000000
8000000
7000000

: 6000000
; 5000000
f 4000000
- 3000000
2000000

1000000

AR

Quantitation Report (Not Reviewed)

C:\MSDCHEMN1N\DATANO022614\
A0226415.D
26 Feb 2014 3:44 pm

006612-08MD
8260 SOIL MAK110CMSD (2.01g)
9 Sample Multiplier: 1

Mar 20 10:23:11 2014
C:\MSDCHEM\1\METHODS\SOIL._44HI .M
8260 VOLATILES
Thu Mar 20 10:04:19 2014
Initial Calibration

TIC: AD226415.D
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ARDIL, INC.
400 Aviation Drive; P.0O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006612 Report Date: 03/20/2014

| Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260) |

| Project No.: Analytical Method: 8260B |

| NELAC Certified - IL100308 Prep Method: 5030A |

I |

| Field ID: MAK110C ARDL Lab No.: 006612-08MS

| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: AQ226416 |

| Sample Date: 01/14/2014 Received Date: 02/20/2014

| Sample Time: 0955 Prep. Date: 02/26/2014

| Matrix: TISSUE Analysis Date: 02/26/2014

| Amount Used: 2 g Instrument ID:  AGl

| Final Volume: 5 mL QC Batch: 0227JFST

| % Moisture: No Moisture Present Level: LOW

| |

| Method Reporting Data Dilution |

| Parameter Limit Limit Result Flag Units Factor |

| l

| Toluene 2.50 12.5 102 UG/KG 1 |

| Ethyl Benzene 2.50 12.5 102 UG/KG 1

| m & p-Xylene 5.0 25.0 207 UG/KG 1 |

| Styrene 2.50 12.5 102 UG/KG 1

| o-Xylene 2.50 12.5 101 UG/KG 1 |

| 1,2,4-Trimethylbenzene 2.50 12.5 107 - UG/KG 1

l |

| SURROGATE RECOVERIES: Limits Results

| Toluene-ds 50-150 103% |

| 4-Bromofluorobenzene 50-150 104% |
|

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

Matrix Spike for 006612-08, VOLATILES, GC/MS (8260)

ARDL Inc Report Number 6612 - Sea Cucumber - Volatiles - 8260B
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Data Path
Data File
Acq On
Operator
Sample
Misc

ALS Vial

Quant Time;

Quant Method
Quant Title
QLast Update
Response via

Quantitation Report

C:\MSDCHEMN\1\DATAN022614\
A0226416.D
26 Feb 2014  4:12 pm
006612-08MS

8260 SOIL MAK110CMS (2.02g)
10 Sample Multiplier: 1

Mar 20 10:23:22 2014

(Not Reviewed)

C:\MSDCHEM\1\METHODS\SOIL_44HI .M

8260 VOLATILES
Thu Mar 20 10:04:19 2014
Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.76 82 260523 125,00 ug-Kg .00
8) 1,4-Dichlorobenzene-d4 10.14 152 282781 125.00 ug-sKg .00

System Monitoring Compounds
2) Toluene-d8 7.83 98 486506 103.03 ug-Kg .00
Spiked Amount 100.000 Recovery = 103.03%

9) 4-Bromofluorobenzene 9.47 95 223782 103.99 ug-Kg .00
Spiked Amount 100.000 Recovery = 103.99%

Target Compounds Qvalue
3) Toluene 7.86 91 643434 101.93 ugsKg 99
4) Ethylbenzene 8.77 91 776963 102.03 ug-Kg 96
5) m & p-Xylene 8.86 91 1277503 207.07 ugsKg 92
6) Styrene 9.14 104 470699 101.85 ugsKg 91
7) o-Xylene 9.11 106 269199 101.14 ugsKg 83

10) 1,2,4-Trimethylbenzene 9.87 105 813186 107.26 ug/Kg 91

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

SOIL_44HI.M Thu Mar 20 10:23:23 2014 AGl
Report Number 6612 - Sea Cucumber - Volatiles - 8260B
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Quantitation Report {Not Reviewed)

Data Path : C:\MSDCHEMNINDATAN022614\
Data File : A0226416.D

Acq On : 26 Feb 2014 4:12 pm
Operator

Sample : 006612-08MS

Misc : 8260 SOIL MAK110CMS (2.02g)

ALS vial : 10 Sample Multiplier: 1

Quant Time: Mar 20 10:23:22 2014

Quant Method : C:\MSDCHEM\1I\METHODS\SOIL_44HI.M
Quant Title . 8260 VOLATILES

QOLast Update : Thu Mar 20 10:04:19 2014
Response via : Initial Calibration

Abundance T TIC AD226416D
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8240
EXAMPLE CALCULATIONS

Response.Factdr Calculations

1he data system tabulates the area IBSpOl’lSE of the characteristic i 1008 aoamst the concentration for each
compound and each internal standard. ReSponsc factors (RF) are calculated foieach compound re]atwe {

to the internal standard assignments. The RF is calrul ated as follows:
RF = (Axcis')/AisCx)

where;

= Area of the characteristic jon for the compound being measured.
Ajs = Areaof the charaéteristic ion for the specific internal standard.
Concentration of the specific internal standard. -

Concentration of the compound being measured.

Z
!

3

The RF is calculated for each staridard concentration level in the initial calibration curve. The average

"RPis then calculated off these points:

PR

Sample Calculations

Samiple calculatiqné are made by the iﬁstrum@nf software and are performed as follows:

ARDL Inc

- Watet . 7 - . (Ax) (Is)
Concentratio:n (ug/L) = :

(Ais) (RE)(V,)

where: . _ :
Ay = Area of chardcteristic ion for compound being measured.
Is - = Amount of internal standard injected (ng). '
Ajg = Area of characteristic ion for the internal standard.
RF = Averige resp_dnse factor for compound being measured.
Vo = Volume of water purged (mL).
Soil: (low level) : (Ay)(s) "
concentration (ug/Kg) =
| (Ais)(RE)(W,)
where:
Ay = Areaof characteristic ion for compound being measured. .
Is = Amount of internal standard injected (ng).
Ajs . = Areaof characteristic ion for the interna] standard.
“ . RF = Average response factor for compound being measured.
Wo = Weight of sample purged (g).
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EXAMPLE CALCULATIONS

Sample Calailations
Sediment/Soil, Sludge, and Waste: (medium level)

(Ax)Is)(Ve)

“Concentration (ug/kg) = -- :
" (AjRE)(V)(Wg)

B

where:

Ay, Is, Ajq, RF = same as for soil above. _
Volume of total exiract (uL) (use 10,000 uL or a factor of this when

i

Vi
~ dilutions are made).
Y = Volume of exiract added (uL) for purging.
W += Weight of sample extracted {z). '

i

Instrument software is not set up to account for the medium lével extraction procedure.
Concentrations appearing ‘on the quantitation réport must be multiplied by a factor of 125

to correct for sample weight and extract volumes.

‘S‘amnle Calculations

ngple No.:-&%(ﬂ/g'ogw Compound: [ / 9, LIL'meﬂW/ bMZ@/?

Matrix: ﬂSS(/W _
- | GBIy I~y
Concentration (ug/Kg) = ------- - - : -~ = /ﬂ?n 9@
QD3350 _95 _— ) T
Example : . .
Calculations .
P'.er'formed By: (g __Date; 3/%/”[
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Miscellaneous Additional Data
(If applicable)

_‘ None (% z/y/1d

Rev. 1.1
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