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ORGANIC PACKAGE REVIEW CHECKLIST

meTHOD: _ %2005

Initial Date
Case Narrative and/or Nonconformance Reports

Case Narrative / Analyst Comment Sheets...........cooconiin e, %@ 1&(20[;3

Nonconformance / Noncompliance Reports (if applicable) ..o A
Sample Receipt Information .

Copies of Original Chain-of-Custody FOrMS ..o (ﬂ? /J//O//j

Cooler Receipt FOrm and AIMDIIIS.............o...vrerreerirreerereiessseessesimsssssen s ssscreens [

Phone Messages (If applicable)...

Field Sample Results

QC Summary Forms
Surrogate Summary, if applicable
Spike Blank and/or MS SUMMAIY ...
Blank Results & Blank Summary, if applicable
ISTD Area Summary, if applicable

Sample Preparation Information (if applicable)
Total Solids Determination (If applicable)
Extraction Log (If applicable).........ccccoiiiiiiieiiiii \
Extraction Notebook Pages (If applicable) ... \\

\

Spiking Solutions Notebook Pages
MS/MSD's
SUMOYAE/ISTDS ..oivevieeieiieieerie e

Spiking Solutions Certificates Of Analyses
[V EST Y 10 TS O T PSPPI PP P U PPTS PR
SUMOGAES/ISTDIS .. evreeiiie et s

Certificates of Analysis (Vendor)

Standard Preparation Information
Instrument Logs/Analysis Notebook Pages..........cooviiiiiiiiii s
Certificates of Analysis (VENAON) ........ccoiiiiiiiienii s |

Analytical Run Number 1
Calibration Information
TUNE DA oooeeeiiee oo et
[NitIAl CAlIDFALION. ... vvieeeeee et e et et e e e
Continuing Calibration ..........cccieiiiiiiii
Instrument Logs/Analysis Notebook Pages
Blank/Sample/Field QC Data

Analytical Run Number 2 (if required)
Calibration INFOMMALION . .....ove et a e e e e

]
Tune Data ............. ST OO PO SOV PP T TOP PP PP PP / IL
/

Ta ATz IO 1 10T 2= Y ile] o FEUTET T U OO TR PO PP P P PP PSPPI PPRTPTPPPPTP PP |
Continuing Calibration ..........c.cieiiiiiir i /
Instrument Logs/Analysis Notebook Pages............cccviiiiii [ /
Blank/Sample/Field QC DaLA ..........c....coorrvvessererresenineeessssscssesasssensssss s L— k
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ORGANIC PACKAGE REVIEW CHECKLIST (Continued)
METHOD: &).00F
Initial Date

Analytical Run Number 3 (if required) ,
Calibration INfOrMation............ccovviiiiiiiiiie j\)%
N TSN Bz 1= TR UUUUUU PSPPSR /
IVTHEL CAIDTAHON ... e eeeereeeeeereeeseeeeseesseseeeeesssess st /
Continuing Calibration .........ccccocooniiinii SRR PP /
Instrument Logs/Analysis Notebook Pages.............ccoin
Blank/Sample/Field QC Data.........ccocioviiiiiiiiiii i

Analytical Run Number 4 (if required)
Calibration INFOrMatioN .........oovieiiiie e
TUNE Dala .ottt e e e et
TSIz R OF=1 115 )%= 11 [o) o PO OO PP PPPPI
Continuing Calibration ...........cocovrriiiiii s
Instrument Logs/Analysis NotebooK Pages............cccovvriiininiis
Blank/Sample/Field QC Data ..........cooiiiiiimiiiiiis

Analytical Run Number 5 (if required)
Calibration INFOrMAtION ........vviiiieeeie e e
N KT =N Bz | - T T U U U PP PP PIPPPPPPPPP
INTHAL CalDIAtION. . e vt
Continuing Calibration ...
Instrument Logs/Analysis Notebook Pages............. TR USRS PRPPPPPIN
Blank/Sample/Field QC Data ..........cooviiiiiiiiiii

Analytical Run Number 6 (if required)
Calibration INFOrMAtioN .....c.vvieiii e e
TUNE DAL .ot e et
INItIAl CalDIAtION. ... e eeiiiei e
Continuing Calibration ..o
Instrument Logs/Analysis Notebook Pages.............cvvinii
Blank/Sample/Field QC Data .........ccocovuiiiiiiiiiiii
Example Calculation

/
/
/
Example Calculation ShEet ..o E%Z Y,
A/,

Miscellaneous Additional Data (if applicable) ................coooc
NA = Not Applicable

| have checked this package for completeness and verify the following:

1. Pencils, whiteout, whiteout tape, and dark highlighters were not used. /

2. All notebook pages are signed. %

3. All corrections contain the original data "struck through" with initials and date. ~

4. All comments found throughout the data are defined as required. %

5. All pages are legible. e

8. Manual integrations, if applicable, are printed out and include an explanation with

signature of the analyst and date. /
Y

Package Completeness Checked By/Date: /Q’/{/ / )/// d/j S
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‘ORGANIC ANALYSIS CASE NARRATIVE
Corps of Engineers — ERDC, Vicksburg Date: 12/12/13
ARDL Report No.: 6557, 6558 Lab Name: ARDL, Inc.
Project Name: = MAKAU MILITARY RESERVATION OAHU (SEA CUCUMBER)

Samples Received at ARDL: 10/23/2013
Lab Sample Date Date
ID No. ID No. Collected Analyzed Analysis Requested
006557-01 MAKOQ01C 09/09/2013 11/26/2013 PURGEABLE ORGANICS
006557-02 MAKO002C 09/09/2013 11/26/2013 PURGEABLE ORGANICS
006557-03 MAKO004C 09/09/2013 11/26/2013 PURGEABLE ORGANICS
006557-04 MAKO05C 09/09/2013 11/26/2013 PURGEABLE ORGANICS
006557-05 MAKO06C 09/11/2013 11/26/2013 PURGEABLE ORGANICS
006557-06 MAKO007C 09/11/2013 11/27/2013 PURGEABLE ORGANICS
006557-07 MAKO008C 09/11/2013 11/26/2013 PURGEABLE ORGANICS
006557-08 MAKOQ09C 09/11/2013 11/26/2013 PURGEABLE ORGANICS
006555-09 MAKO010C 09/13/2013 11/26/2013 PURGEABLE ORGANICS
006557-10 MAKO14C 09/13/2013 11/27/2013 PURGEABLE ORGANICS
006557-11 MAKO015C 09/13/2013 11/27/2013 PURGEABLE ORGANICS
006557-12 MAKO18C 09/16/2013 11/27/2013 PURGEABLE ORGANICS
006557-13 MAKO19C 09/16/2013 11/26/2013 PURGEABLE ORGANICS
006557-14 MAKOQ20C 09/16/2013 11/27/2013 PURGEABLE ORGANICS
006557-15 MAKQ22C 09/16/2013 11/26/2013 PURGEABLE ORGANICS
006557-16 MAK024C 09/22/2013 11/26/2013 PURGEABLE ORGANICS
006557-17 MAKOQ25C 09/22/2013 11/26/2013 PURGEABLE ORGANICS
006557-18 MAKO026C 09/22/2013 11/26/2013 PURGEABLE ORGANICS
006557-19 MAKOQ27C 09/22/2013 11/26/2013 PURGEABLE ORGANICS
006557-20 MAKO032C 09/23/2013 11/26/2013 PURGEABLE ORGANICS
006558-01 MAKO029C 09/23/2013 11/27/2013 PURGEABLE ORGANICS
006558-02 MAKQ30C 09/23/2013 11/27/2013 PURGEABLE ORGANICS
006558-03 MAKO031C 09/23/2013 11/27/2013 PURGEABLE ORGANICS
006558-04 MAKO028C 09/22/2013 11/27/2013 PURGEABLE ORGANICS

F’URGEABLE ORGANICS — METHOD 8260B

Twenty five (25) tissue (sea cucumber) samples were received by ARDL, Inc. on October 23, 2013, for 8260B analysis.
One sample (MAKOO3C-TEST) was provided for preliminary evaluation of test methods only. 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 analytes 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 guantitation.

INITIAL CALIBRATION

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

CONTINUING CALIBRATION

All daily calibration standards passed criteria.
Page 1 of 2
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ORGANIC ANALYSIS CASE NARRATIVE
Corps of Engineers — ERDC, Vicksburg Date: 12/12/13
ARDL Report No.: 6557, 6558 Lab Name: ARDL, Inc.
Project Name:  MAKAU MILITARY RESERVATION OAHU (SEA CUCUMBER)

Samples Received at ARDL: 10/23/2013

SURROGATES
All surrogate recoveries met a default range of 50 — 150%.

INTERNAL STANDARD

Internal standard responses were acceptable for all analyses.
LCS
All associated LCS analyses passed the supplied recovery criteria.

MATRIX SPIKE/MATRIX SPIKE DUPLICATE

Two MS/MSD analyses were performed on samples MAK032C and MAKO30C and met the supplied recovery criteria.

METHOD BLANKS

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

ORGANIC DATA REPORTING QUALIFIERS

The following organic data reporting qualifiers are used as required.

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

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

P- This flag is used for any two column confirmation methodology when there is greater than 40% difference for
detected concentrations between the two columns. The primary column value is reported on the Form 1 and flagged
with a “P”.

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

Release of the data contained in thls package has been authorized by the Technical ServicesManageTtjor his designee as
verified by the following signature. (
s

Dean S. Dickerson
Technical Services Manager

Page 2 of 2
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COOLER RECEIPT REPORT

ARDL, INC.
ARDL# &S 55~ (6559 " Cooler#_wode [(1efF)
Number of Coolers in Shighent: <
Project: AR e M/ ofates foseer/a Tooms Oafes  DateRecelved: /@2 I-7/F
A. PRELIMINARY EXAMINATION PHASE: Déte cooler was opened: /‘0@ ‘ Gy S . (Signature)%%&&/f’é//n/”
1.  Did cooler come with a shipping slip (airbill, etc)?@ NO
If YES, enter carrier name and airbill number here:gj ?51?5 /(9(577 7‘?/%
2. Were custody seals 0N OULSIE OF COOIBITP.....uurireriumririeitis it st YES O, N/A
How many and wheré? ,Seal Date: ,Seal Name: _
3. Were custody seals unbroken and intact at the date and time OF AITIVAIT ..ot s s ~...YES NO @
4, Did you screen samples for radioactivity using a Gelger Counter?@ NO
5. Were custody papers sealed in a plastic bag- é'e)ed—;:d/g?-tg-tﬁ/eﬁQ ............................................................................... @ NO
6. Were custody papers filled out properly (ink, SIgNed, 81C.) 7.t HES NO NA
7. Were custody papers signed in appropriate place by ARDL PEISONNEI. cc.cririniieieris et e §ES> NO N/A
8. Was project identifiable from custody papers? If YES, enter project name at the top of this form.............cooiviiin NO N/A
9. Was aseparate container provided for measuring temperature? YES__ NO_¢ Cooler Temp. /3.0 C
B. LOG-IN PHASE; Date samples were logged-in; /&~ & = /5 (Signature) Mﬂm
10. Describe type of packing in cooler: /;”ﬁ)/ %"//fﬁ’%ﬁ/f ﬂ@(f’éz
le, 10725/ 1 4
11. Were all bottles-sealed in separate plastic DAgS? ... @ NO N/A
12. Did all bottles arrive unbroken and were labels in good CONAIIONT .....cuiiiii i §ES® NO
13, WWere DOtHE [2DEIS COMPIBIE?.cvuuevrererseirireit st sess s s s bbb b6 s ¢ES* NO
14. Did all bottle labels agree with custody PapPers? ... SR UUTRITTPPN &ES* NO
15. Were correct containers used for the tests indicated? QES NO
16. Was pH correct on preserved water samples?............... OO PO PP PO VPSSP TP PISPPTION YES NO @E’
17. Was a sufficient amount of sample sent for tests indicated?.......oovin e .YES® NO
18. Were bubbles absent in VOA samples? If NO, list by sample #: YES NO @
19. Was the ARDL project coordinator notified of any deficiencies?........covininnennnn. T OO PRI PRRTON YES NO@
Comments and/or Corrective Action: Sample Transfer
Fraction _ Fraction
Areﬁm Area #
/ By
By v By
Al
N On On
7035 1H
(By: Signature) Date:

M:\ADMIN\FORMS\COOLER RECEIPT REPORT.doc  Rev. 05/07/07
ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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ARDL #: ésstsy

COOLER RECEIPT REPORT
- ARDL, INC.

~
Cooler # (Q @P )2

Number of Coolere in Shipment: LQ
Project: /10 4 K/}a m / 7% /fﬂé’ﬁeﬂf/f Trou aa /‘l{ Date Received: /& =~ 53 —(3
'A. PRELIMINARY EXAMINATION PHASE: Date cooler was opened /O QJ '“[ (S!gnature)/f/, /%IML/\M
1. Did cooler come with a shipping slip (airbill, etc. )'7 .................................................................................................................. ES NO
If YES, enter carrier name and alrbill numnber her(efl/ ” nK’#ﬂ(}/ 395 IIVF  FYVEE
2. Were custody s€als 0N oULSIAE OF COOIBIZ.....cumviirerier et s e YES ( 0) N/A
How many and where? i34 ,Seal Date: ﬂ - ,Seal Name: HI/]
3. Were custody seals unbroken and intact at the date and time of arrival?........ et tretereeE i e b e b e re s a e e e et b et s e YES NO@
4. Did you screen samples for radioactivity using a Geliger COUNTEIP . cveeveietiere e ernvbessee e eranie s sresr i s s b rabe s ene s sbr st s rrsrra s e b s snan e @ NO
5. Were custody papers sealed in a plastic bag and taped inside to the 110 2T OO PO RSO PPORT YES I\\JNO‘
6. Were custody papers filled out properly (ink, signed, etc.)?......c.covimicnnn et st ae s ten YES NO QA \
7. Were custody papers signed in appropriate place by ARDL PErsonnel?........omimimeeenni i YES NO @
8. Was project identifiable from custody papers? If YES, enter project name at the top of this form.............occcocininn YES NO @
9. Was a separate container provided for measuring temperature? YES_____ NO_V | l// Cooler Temp. £ & /¢ C
B. LOG-IN PHASE: Date samples were logged-in: /O ;25 - (Signature) (%(/’\' A1 JAANN
10. Describe type of packing in cooler: A’i\'\&‘\ i} L/(\jL, . )lJ\«)O,\ng \%OQ - \i)/v«\O\lg /\/j@t’/g’p/
11. Were all botiles sealed in separate plastic DAGS? ... @S) NO N/A
12. Did all bottles arrive unbroken and were labels in good condition? ... @> NO
13, Were Dottle [ADEIS COMPIBIE?. ... v rrecrsiimiiiiiisiriis et e TS s ES\ 0] ~
14. Did all bottle labels agree with custody papers? ... _Sc’etkﬂbp ................................................... YES NO @
15. Were correct containers used for the tests INAICALEAT? ...viriieiriir et e s e YES NO
16. Was pH correct on preserved water samples?......... ST OO O PP PO UR T IUO TP PYSPPPPOION YES NO @A\)
17. Was a sufficient amount of sample sent for tests IndiGated ...t § NO
18. Were bubbles absent in VOA samples? If NO, list by sample #: YES NO N/A\
19. Was the ARDL project coordinator notified of any deficiencies?.........cuieinime s YES NO @
Comments and/or Corrective Action: Sample Transfer
Fraction Fraction
AL
Area # Area #
Fleezel
By By
Uoo
On On
/0233 |

(By: Signature) Date:

MAADMIN\FORMS\COOLER RECEIPT REPORT.doc
ARDL Inc

Rev. 05/07/07
Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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ARDL, INC.

400 Aviation Drive;

P.0. Box 1566

Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 12/03/2013

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

| Project No.: Analytical Method: 8260B

| NELAC Certified - IL100308 Prep Method: 5030A

| | l

| Field ID: MAKOOL1C ARDL Lab No.: 006557-01

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: Al126306 |

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

| sample Time: 1403 Prep. Date: 11/26/2013

| Matrix: TISSUE Analysis Date:  11/26/2013 |

| Amount Used: 2 g Instrument ID:  AGL |

| Final Volume: 5 mL QC Batch: 1203JFSW

| % Moisture: No Moisture Present Level: LOW |

| |

| Method Reporting Data Dilution |

| Parameter Limit Limit  Result Flag Units Factor |

I 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-ds8 50-150 100% |

| 4-Bromofluorobenzene 50-150 101% |
|

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

Sample 006557-01, VOLATILES, GC/MS (8260)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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ARDL, INC.

400 Aviation Drive;

P.0O. Box 1566

Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 12/03/2013

| 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: MAK002C ARDL Lab No.: 006557-02 |

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: A1126307 |

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

| sample Time: 1227 Prep. Date: 11/26/2013

| Matrix: TISSUE Analysis Date: 11/26/2013 |

| Amount Used: 2 g Instrument ID:  AGl |

| Final volume: 5 mL QC Batch: 1203JFSW |

| % 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/XG 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 50-150 125%

| 4-Bromofluorobenzene 50-150 122% |
|

|

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

Sample 006557-02, VOLATILES, GC/MS (8260)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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ARDL, INC.

400 Aviation Drive;

P.O. Box 1566

Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 12/03/2013
| Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260) |
| Project No.: Analytical Method: 8260B |
| NELAC Certified - IL100308 Prep Method: 5030A |
l l
| Field ID: MAK004C ARDL Lab No.: 006557-03
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: 21126308 |
| Sample Date: 09/09/2013 Received Date: 10/23/2013 |
| Sample Time: 1420 Prep. Date: 11/26/2013 |
| Matrix: TISSUE Analysis Date: 11/26/2013 |
| Amount Used: 2 g Instrument ID:  AGl |
| Final Volume: 5 mL QC Batch: 1203JFSW |
| % Moisture: No Moisture Present Level: LOW ]
| 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
l l
| SURROGATE RECOVERIES : Limits Results |
| Toluene-ds8 50-150 109% ]
| 4-Bromofluorobenzene 50-150 105% ]
I

l

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

Sample 006557-03, VOLATILES, GC/MS (8260)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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ARDL, INC.

400 Aviation Drive;

Mt. Vernon, Illinois 62864

P.0O. Box 1566

Lab Report No: 006557 Report Date: 12/03/2013
| Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260) |
|  Project No.: Analytical Method: 8260B |
] NELAC Certified - IL100308 Prep Method: 5030A |
| |
| Field ID: MAKO005C ARDL Lab No.: 006557-04 |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: Al1126309 |
| sample Date: 09/09/2013 Received Date: 10/23/2013 |
| Sample Time: 1514 Prep. Date: 11/26/2013 |
| Matrix: TISSUE Analysis Date: 11/26/2013 |
| Amount Used: 2 g Instrument ID:  AGl |
| Final Volume: 5 mL QC Batch: 1203JFSW
| % 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
| SURROGATE RECOVERIES: Limits Results |
| Toluene-ds 50-150 130% |
|4~Bromofluorobenzene 50-150 125% ]
|

Surrogate recoveries marked with '#*!

Sample 006557-04, VOLATILES, GC/MS (8260)

indicates they are outside standard limits.

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 12/03/2013
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: MAKOO06C ARDL Lab No.: 006557-05 |
Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: Al126310 ]
Sample Date: 09/11/2013 Received Date: 10/23/2013 |
Sample Time: 1005 Prep. Date: 11/26/2013 l
Matrix: TISSUE Analysis Date: 11/26/2013 |
Amount Used: 2 g Instrument ID:  AGl |
Final Volume: 5 mL QC Batch: 1203JFSW |
% Moisture: No Moisture Present Level: LOW |
l
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
ISURROGATE RECOVERIES: Limits Results [
| Toluene-ds8 50-150 114% |
| 4-Bromofluorobenzene 50-150 114% ]
|

|

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

Sample 006557-05, VOLATILES, GC/MS (8260)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

ard limits.
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ARDL, INC.

400 Aviation Drive;

P.0O. Box 1566

Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 12/03/2013

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

| Project No.: Analytical Method: 8260B |

| NELAC Certified - IL100308 Prep Method: 5030A ]
|

; Field ID: MAK007C ARDL Lab No.: 006557-06 |

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: A1127306 |

| Sample Date: 09/11/2013 Received Date: 10/23/2013 |

| Sample Time: 1020 Prep. Date: 11/27/2013

| Matrix: TISSUE Analysis Date: 11/27/2013 [

| Amount Used: 2 g Instrument ID:  AGL |

| Final volume: 5 mL QC Batch: 1203JFSX

| % Moisture: No Moisture Present Level: LOW |

| f |

| 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 |

| SURROGATE RECOVERIES : Limits Results |

| Toluene-ds 50-150 119% |

| 4-Bromofluorobenzene 50-150 116% |
|

|

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

Sample 006557-06, VOLATILES, GC/MS (8260)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

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

Lab Report No: 006557 Report Date: 12/03/2013

| 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: MAKO008C ARDL Lab No.: 006557-07

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: Al1126312 |

| Sample Date: 09/11/2013 Received Date: 10/23/2013 |

| Sample Time: 1115 Prep. Date: 11/26/2013 |

| Matrix: TISSUE Analysis Date: 11/26/2013

| Amount Used: 2 g Instrument ID: AG1 |

| Final Volume: 5 mL QC Batch: 1203JFSW

| % 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 l

| SURROGATE RECOVERIES: Limits Results {

| Toluene-ds 50-150 110% |

| 4 -Bromofluorobenzene 50-150 101% |
|

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

Sample 006557-07, VOLATILES, GC/MS (8260)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

ard limits.
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ARDL, INC.

400 Aviation Drive;

P.0O. Box 1566

Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date:  12/03/2013

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

| Project No.: Analytical Method: 8260B |

| NELAC Certified - IL100308 Prep Method: 5030A |

| |

| Field ID: MAK009C ARDL Lab No.: 006557-08 |

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: Al126313 |

| sample Date: 09/11/2013 Received Date: 10/23/2013

| sample Time: 1126 Prep. Date: 11/26/2013 |

| Matrix: TISSUE Analysis Date: 11/26/2013 |

| Amount Used: 2 g Instrument ID:  AGL

| Final Volume: 5 mL QC Batch: 1203JFSW [

| % Moisture: No Moisture Present Level: LOW

l |

| 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 50-150 113%

| 4 -Bromofluorobenzene 50-150 113% |
|

l

Surrogate recoveries marked with '*!'

Sample 006557-08, VOLATILES, GC/MS (8260)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

indicates they are outside standard limits.
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ARDL, INC.

400 Aviation Drive;

P.0. Box 1566

Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 12/03/2013

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

| Project No.: Analytical Method: 8260B |

| NELAC Certified - IL100308 Prep Method: 5030A |

| |

| Field ID: MAK010C ARDL Lab No.: 006557-09 |

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: Al126314 |

| Sample Date: 09/13/2013 Received Date: 10/23/2013 [

| Sample Time: 1128 Prep. Date: 11/26/2013 |

| Matrix: TISSUE Bnalysis Date: 11/26/2013 {

| Amount Used: 2 g Instrument ID: AG1 |

| Final Volume: 5 mL QC Batch: 1203JFSW

| % 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

| l

| SURROGATE RECOVERIES: Limits Results |

| Toluene-d8 50-150 110% |

| 4-Bromofluorobenzene 50-150 106% |
|

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

Sample 006557-09, VOLATILES, GC/MS (8260)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

Page 1 of 1
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ARDL, INC.

400 Aviation Driwve;

Mt. Vernon, Illinois 62864

P.O. Box 1566

Lab Report No: 006557 Report Date: 12/12/2013
| 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: MAK014C ARDL Lab No.: 006557-10 |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: A1127307 ]
| Sample Date: 09/13/2013 Received Date:  10/23/2013 |
| Sample Time: 1355 Prep. Date: 11/27/2013 |
| Matrix: TISSUE Analysis Date: 11/27/2013 ]
| Amount Used: 2 g Instrument ID:  AGl |
| Final Volume: 5 mL QC*Batch: 1203JFSX |
| % Moisture: No Moisture Present Level: LOW |
| |
| Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor |
| |
| Toluene 2.5 12.5 ND UG/KG 1 ]
| Ethyl Benzene 2.5 12.5 ND UG/KG 1
| m & p-Xylene 5.0 25.0 ND UG/KG 1 |
| Styrene 2.5 12.5 ND UG/KG 1
| o-Xylene 2.5 12.5 ND UG/KG 1
| 1,2,4-Trimethylbenzene 2.5 12.5 ND UG/KG 1
| I
| SURROGATE RECOVERIES: Limits Results |
| Toluene-ds 50-150 133% ]
| 4-Bromofluorobenzene 50-150 122% |
I

Surrogate recoveries marked with '#*!

Sample 006557-10, VOLATILES, GC/MS (8260)

indicates they are outside standard limits.

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

Page 1 of 1
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ARDL, INC.

400 Aviation Drive;

P.0O. Box 1566

Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 12/03/2013

| 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: MAKO15C ARDL Lab No.: 006557~11

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: A1127308 |

| Sample Date: 09/13/2013 Received Date: 10/23/2013 |

| Sample Time: 0958 Prep. Date: 11/27/2013

| Matrix: TISSUE Analysis Date: 11/27/2013 {

| Amount Used: 2 g Instrument ID:  AGl

| Final Volume: 5 mL QC Batch: 1203J0FSX |

| % 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 |

| l

| SURROGATE RECOVERIES: Limits Results |

|Toluene-ds 50-150 104% |

| 4-Bromofluorobenzene 50-150 98% |
|

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

Sample 006557-11, VOLATILES, GC/MS (8260)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

Page 1 of 1
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ARDL, INC.

400 Aviation Drive;

P.0O. Box 1566

Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 12/03/2013

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

| Project No.: Analytical Method: 8260B

| NELAC Certified - IL100308 Prep Method: 5030A I
|

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

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: A1127309 |

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

| Sample Time: 0905 Prep. Date: 11/27/2013

| Matrix: TISSUE Analysis Date: 11/27/2013 |

| Amount Used: 2 g Instrument ID:  AGl |

| Final Volume: 5 mL QC Batch: 1203JFSX

| % Moisture: No Moisture Present Level: LOW [

| 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 I

| SURROGATE RECOVERIES : Limits Results

| Toluene-ds 50-150 107% |

| 4-Bromofluorobenzene 50-150 99% |
I

I

Surrogate recoveries marked with '#r"

Sample 006557-12, VOLATILES, GC/MS (8260)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

indicates they are outside standard limits.

Page 1 of 1
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ARDL, INC.

400 Aviation Drive;

Mt. Vernon, Illinois 62864

P.0. Box 1566

Lab Report No: 006557 Report Date: 12/03/2013

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

| Project No.: : Analytical Method: 8260B |

| NELAC Certified - IL100308 Prep Method: 5030A |

| |

| Field ID: MAK019C ARDL Lab No.: 006557-13 |

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: All26316 |

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

| Sample Time: 0915 Prep. Date: 11/26/2013

| Matrix: TISSUE Analysis Date: 11/26/2013 ]

| Amount Used: 2 g Instrument ID:  AGL |

| Final Volume: 5 mL QC Batch: 1203JFSW

| % Moisture: No Moisture Present Level: LOW |

I 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 50-150 115% |

| 4 -Bromofluorobenzene 50-150 105% |
|

Surrogate recoveries marked with '*!

Sample 006557-13, VOLATILES, GC/MS (8260)

indicates they are outside standard limits.

ARDL Inc Report Numbers 6557 & 6558 - 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: 006557 Report Date: 12/03/2013

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

| Project No.: Analytical Method: 8260B |

| NELAC Certified - IL100308 Prep Method: 5030A

l l

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

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: A1127310 |

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

| sample Time: 1018 Prep. Date: 11/27/2013

| Matrix: TISSUE Analysis Date: 11/27/2013

[ Amount Used: 2 g Instrument ID: AGl [

| Final Volume: 5 mL QC Batch: 1203JFSX |

| % Moisture: No Moisture Present Level: LOW

l |

| 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 50-150 113% |

|4-Bromofluorobenzene 50-150 109% |
|

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

Sample 006557-14, VOLATILES, GC/MS (8260)

Page 1 of 1
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ARDL, INC.

400 Aviation Drive;

Mt. Vernon, Illinois 62864

P.0O. Box 1566

Lab Report No: 006557 Report Date: 12/03/2013

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

| Project No.: Analytical Method: 8260B I

| NELAC Certified - IL100308 Prep Method: 5030A |

I I

| Field ID: MAK022C ARDL Lab No.: 006557-15 |

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: A1126317

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

| sample Time: 1150 Prep. Date: 11/26/2013 [

| Matrix: TISSUE Analysis Date:  11/26/2013

| Amount Used: 2 g Instrument ID: AG1 |

| Final Volume: 5 mL QC Batch: 1203JFSW |

| % Moisture: No Moisture Present Level: LOW 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

I I

| SURROGATE RECOVERIES: Limits Results |

| Toluene-ds 50-150 111% |

| 4-Bromofluorobenzene 50-150 112% |
I

|

Surrogate recoveries marked with '*!

Sample 006557-15, VOLATILES, GC/MS (8260)

indicates they are outside standard limits.

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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ARDL, INC.

400 Aviation Drive;

P.O. Box 1566

Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 12/03/2013

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

| Project No.: Bnalytical Method: 8260B

| NELAC Certified - IL100308 Prep Method: 5030A ]

I |

| Field ID: MAK024C ARDL Lab No.: 006557-16 |

| Desc/Location: MAKAU MILITARY RESERV OAKRU Lab Filename: All26318 |

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

| Ssample Time: 0830 Prep. Date: 11/26/2013

| Matrix: TISSUE Analysis Date: 11/26/2013 |

| Amount Used: 2 g Instrument ID:  AGl |

| Final Volume: 5 mL QC Batch: 1203JFSW |

] % 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

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

l |

| SURROGATE RECOVERIES: Limits Results ]

| Toluene-ds 50-150 117%

| 4-Bromofluorobenzene 50-150 111% |
|

l

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

Sample 006557-16, VOLATILES, GC/MS (8260)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 12/03/2013
Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260) |
Project No.: Analytical Method: 8260B |
NELAC Certified - IL100308 Prep Method: 5030A |
|
Field ID: MAKO25C ARDL Lab No.: 006557~-17 ,
Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: All26319 |
Sample Date: 09/22/2013 Received Date: 10/23/2013 |
Sample Time: 0906 Prep. Date: 11/26/2013 |
Matrix: TISSUER Analysis Date: 11/26/2013
Amount Used: 2 g Instrument ID:  AGL ]
Final Volume: 5 mL QC Batch: 1203JFSW |
% 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
|
| SURROGATE RECOVERIES: Limits Results |
| Toluene-ds 50-150 106% |
| 4-Bromofluorobenzene 50-150 102% |
|

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

’

Sample 006557-17, VOLATILES, GC/MS (8260)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

ard limits.

Page 1 of 1
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ARDIL, INC.

400 Aviation Drive;

Mt. Vernon, Illinois 62864

P.O. Box 1566

Lab Report No: 006557 Report Date: 12/03/2013

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

| Project No.: Analytical Method: 8260B |

| NELAC Certified - IL100308 Prep Method: 5030A

| !

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

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: Al126320

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

| Sample Time: 1018 Prep. Date: 11/26/2013

| Matrix: TISSUE Analysis Date: 11/26/2013

| Amount Used: 2 g Instrument ID: AGL

| Final Volume: 5 mL QC Batch: 1203JFSW |

[ % Moisture: No Moisture Present Level: LOW [

l |

| 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/KaG 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 50-150 109% |

| 4-Bromofluorobenzene 50-150 106% |
l

Surrogate recoveries marked with ‘%

Sample 006557-18, VOLATILES, GC/MS (8260)

indicates they are outside standard limits.

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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ARDL, INC.

400 Aviation Drive;

P.O. Box 1566

Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 12/03/2013

| Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260) |
| Project No.: Analytical Method: 8260B
| NELAC Certified - IL100308 Prep Method: 5030A
| |
| Field ID: MAK027C ARDL Lab No.: 006557-19 |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: All26321 |
| sample Date: 09/22/2013 Received Date: 10/23/2013 |
| sample Time: 1140 Prep. Date: 11/26/2013 |
| Matrix: TISSUE Analysis Date:  11/26/2013
| Amount Used: 2 g Instrument ID:  AGl |
| Final Volume: 5 mL QC Batch: 1203JFSW
| % 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 |
| |
| SURROGATE RECOVERIES: Limits Results |
| Toluene-ds 50-150 105% |
[4-Bromofluorobenzene 50-150 107%

|

Surrogate recoveries marked with '*!

Sample 006557-19, VOLATILES, GC/MS (8260)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

indicates they are outside standard limits.
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ARDL, INC.

400 Aviation Drive;

Mt. Vernon, Illinois 62864

P.O. Box 1566

Lab Report No: 006557 Report Date: 12/03/2013

| Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260) ]
| Project No.: Analytical Method: 8260B
| NELAC Certified - IL100308 Prep Method: 5030A |
| |
| Field ID: MAKO032C ARDL Lab No.: 006557-20 |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: A1126322
| Sample Date: 09/23/2013 Received Date: 10/23/2013 |
| Sample Time: 1210 Prep. Date: 11/26/2013
| Matrix: TISSUE Analysis Date: 11/26/2013 |
| Amount Used: 2 g Instrument ID:  AGl |
| Final Volume: 5 mL QC Batch: 1203JFSW
| % Moisture: No Moisture Present Level: LowW |
| 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-d8 50-150 107% |
| 4 -Bromofluorcbenzene 50-150 100%

l

|

Surrogate recoveries marked with '*!

Sample 006557-20, VOLATILES, GC/MS (8260)

indicates they are outside standard limits.

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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ARDL, INC.

400 Aviation Drive;

Mt. Vernon, Illinois 62864

P.0O. Box 1566

Lab Report No: 006558 Report Date: 12/03/2013

| 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: MAK029C ARDL Lab No.: 006558-01

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: Al127313

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

| Sample Time: 0820 Prep. Date: 11/27/2013 |

| Matrix: TISSUE Analysis Date:  11/27/2013

| Amount Used: 2 g Instrument ID:  AGl

| Final Volume: 5 mlL QC Batch: 1203JFSX

| % Moisture: No Moisture Present Level: LOW

I l

| 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/KaG 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 50-150 100% |

| 4-Bromofluorobenzene 50-150 97% |
|

l

Surrogate recoveries marked with '¥*!

Sample 006558-01, VOLATILES, GC/MS (8260)

indicates they are outside standard limits.

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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ARDL, INC.

400 Aviation Drive;

Mt. Vernon, Illinois 62864

P.O. Box 1566

Lab Report No: 006558 Report Date: 12/03/2013
| 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: MAKO030C ARDL Lab No.: 006558-02 |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: Al1127314 |
| Sample Date: 09/23/2013 Received Date: 10/23/2013 |
| sample Time: 0833 Prep. Date: 11/27/2013 |
| Matrix: TISSUE Analysis Date: 11/27/2013 [
| Amount Used: 2 g Instrument ID:  AGl |
| Final Volume: 5 mL QC Batch: 1203JFSX
| % 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 [
l |
| SURROGATE. RECOVERIES: Limits Results |
| Toluene-ds 50-150 107% |
| 4-Bromofluorobenzene 50-150 97% |
I

|

Surrogate recoveries marked with '¥*!

Sample 006558-02, VOLATILES, GC/MS (8260)

indicates they are outside standard limits.

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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ARDL, INC.

400 Aviation Drive;

P.0O. Box 1566

Mt. Vernon, Illinois 62864

Lab Report No: 006558 Report Date: 12/03/2013

| 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: MAKO31C ARDL Lab No.: 006558-03 |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: A1127317
| sample Date: 09/23/2013 Received Date: 10/23/2013 [
| Sample Time: 1050 Prep. Date: 11/27/2013 |
| Matrix: TISSUE Analysis Date: 11/27/2013 |
| Amount Used: 2 g Instrument ID:  AGl |
| Final Volume: 5 mL QC Batch: 1203JFSX |
| % Moisture: No Moisture Present Level: LOW |
| !
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor |
I 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 50-150 100% |
| 4 -Bromofluorobenzene 50-150 99%

I

Surrogate recoveries marked with '*!

Sample 006558-03, VOLATILES, GC/MS (8260)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

indicates they are outside standard limits.
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ARDIL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006558 Report Date: 12/03/2013
Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260) |
Project No.: Analytical Method: 8260B
NELAC Certified - IL100308 Prep Method: 5030A |
|
Field ID: MAK028C ARDL Lab No.: 006558-04 |
Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: A1127318 }
Sample Date: 09/22/2013 Received Date: 10/23/2013 |
Sample Time: 1300 Prep. Date: 11/27/2013 |
Matrix: TISSUE Analysis Date: 11/27/2013 |
Amount Used: 2 g Instrument ID:  AGl |
Final Volume: 5 mL QC Batch: 1203JFSX |
% 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 50-150 101% |
| 4-Bromofluorobenzene 50-150 95% |
|

l

ARDL Inc

Surrogate recoveries marked with '*!’

Sample 006558-04, VOLATILES, GC/MS (8260)

indicates they are outside standard limits.

Page 1 of 1
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QC Summary Forms

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

ISTD Area Summary, if applicable
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SEA CUCUMBER VOLATILE SURROGATE RECOVERY

2B

Lab Name: ARDL, INC. Contract: ---
Lab Code: --- Case No.: —--— SAS No.: —--- SDG No.: ———
EPA S1 S2 S3 S4 TOT
SAMPLE NO. (TOL) #|(BFB) #| ( ) # # oUT
01| SPBK 11/26/13 99 96 0
02| BK 11/26/13 106 96 0
03{ MAKOO1C 100 101 0
04| MAKOO2C 125 122 0
05| MAKOO4cC 109 105 0
06| MAKOOS5C 130 125 0
07{ MAKOO6C 114 114 0
08| MAKO08C 110 101 0
09| MAKOOOC 113 113 0
10l MAKO1l0C 110 106 0
11| MAKO1ScC 115 105 0
12| MAKO22C 111 112 0
131 MAKO024C 117 111 0
14| MAKO25C 106 102 0
15| MAKOZ6C 109 106 0
16] MAKO27C 105 107 0
17| MAKO32C 107 100 0
18
19
20
21
22
23
24
25
26
27
28
29
30
QC LIMITS MATRIX LIMITS
S1 Toluene-d8 ( 50 - 150 ) ( 50 - 150 )
S2 4-Bromofluorobenzene ( 50 - 150 ) ( 50 - 150 )
S3 ( - ) ( - )
S4 ( - ) ( - )
# 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
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2B
SEA CUCUMBER VOLATILE SURROGATE RECOVERY

Lab Name: ARDL, INC. Contract: ---
Lab Code: —-—- Case No.: —--- SAS No.: ——-— SDG No.: —---—
EPA Sl S2 S3 sS4 TOT
SAMPLE NO. (TOL) #|(BFB) #| ( ) #| ( ) # ouT
01| SPBK 11/27/13 103 95 0
02| BK 11/27/13 107 103 0
03| MAKOO7C 119 116 0
04} MAKO14C 133 122 0
05| MAKO15C 104 98 0
06| MAKO018C 107 99 0
07] MAK020C 113 109 0
08} MAK032CMS 101 98 0
09] MAK032CMSD 103 93 0
10| MAKO029C 100 97 0
11} MAKO30C 107 97 0
12| MAKO30CMS 102 95 0
13] MAKO30CMSD 109 99 0
141 MAKO31C 100 99 0
15| MAKO028C 101 95 0
16
17
18
19
20
21
22
23
24
25
26
27
28
29
30
QC LIMITS MATRIX LIMITS
S1 Toluene-d8 ( 50 - 150 ) ( 50 - 150 )
52 4-Bromofluorobenzene ( 50 - 150 ) ( 50 - 150 )
53 ( - ) ( - )
S4 ( - ) ( - )
# 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 Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

Page 41 of 213




T 30 T ®beg

(0928)

SW/DD ‘SHETIIVIOA ‘0T-LSS900 JIOF SxueTd oyIds

“SITWTIT PIRPURIS JO SPTSINC AISAODIL B SSIBDIPUT 4 x4

0ST-0S - 96 QULZUIGOIONTIOWOIF-F
0ST-0S - T°66 8P-SUSNTOL
SATWTT I3 I3 93eorrdna ds ox1ds *SHIYIACDHEY HLVDOWENS
-= - 6IT-€8 - - -- Z6 00T Z6 SUIZUSqTAYISWIIL-F‘Z ‘T
- -= TZT1-18 ~-- - -- 43 00T € 96 2uaTAX-0
-= -- 6TI-¥8 -- -- -~ 96 00T Z°96 susxias
- -- TIZI-18 - -- -- Z6 ooz S8T ousTix-d ®» w
-- -- 611-98 -- -- -- V6 00T (2873 suazuag TAUIE
- - 8TIT~S8 -- - - Z6 00T 916 QUaNIOL
JTuTI aax SITWIT 09¥ % T9A97T 3Insay o9y % T3A97T 3Insay I9joWweIrg
adyd Axano00d o3eo11dna o3eot1dna o3e011dna oy 1ds oytds ox1ds
€T0Z/92/TT :°3ed STsATeuUuy MOT FISAST bz Ipesn AUNouy
€T0Z/92/TT :93eq -~dsag MSAre0CT y23ed DO TeTI=s3en DO SXTIABN
YO0E0S :poyasn dead :-oN 3oo[oxg
g0928 :POUISH TelTI3dreuy (0928) SW/DDH ‘SHATILVION :STSATRUY O SHY XVYLITIN AVIVW -sweN 329[loxg

€T0Z/€0/2T

:o3eq axodsy

¥982%9 TII ‘UOUISA "IN

99S9T ¥od °0°d

{9ATIJ UOTIBRTAY 00F
LI0dHY HLVODITANGd HITJS/HMI4S MNVId

LS5900 :ON 1xodsy qeT

"ONI ‘rIaav

Page 42 of 213

Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

ARDL Inc



T 3o T =bBva

(09T8) SW/DD ‘SHATIIVIOA ‘TO-855900 I03 sxuerd 9xIds
SSITWTT PIRPURIS JO 9PTSINO AISA0D3I B SIBIRITPUL 4 x4

0ST-0S - Z° 56 QUIZUS2qOIONTIoWOIg-%
0ST-0§ -- £7€0T 8p-2USNTOL
SITUTT % ds o3eatrdna ds oy1ds SSETYIAODEE ALYDOWINS
-- -- 6TT-€8 -- -- -- 16 00T % 16 SUSZUSQTAYIBUIIL-F% 2’ T
-- -- IZT-18 - - - ¥6 00T T°9%6 susaTAx-o
-- -- 6TT-%8 -- -- == 86 00T £°86 suax4as
-- -- TZI-18 -- -- -- €6 00z 98T susTdx-d » uw
-- - 6TT-98 - -- - 76 00T S %6 suszusg TAUIRE
-- -- 8TT-S8 -- -- -- 16 00T 6706 auanioL
JITWET aayg S3TWTT o928 % =427 JTnss™a foX=) - T=24A2T 31Inssy I2]2WrIRd
agy Axan0098 s3edrTdng s3eosTTdng o3edTIdna ox1ds oxtds ax1ds
€T02/LZ/TT :923ed sSTsATeuy MO s Tsae1 bz spesi Junouwy
€T0Z/LC/TT :o3eq -dsag XsdreoctT :yo3ed D0 TeTas3en D0 SXTagen
Y0€£0S :poyarsm deadg :-oN a3o0sfoxg
90928 :POUISH TeITIATeUuw (09Z8) SW/0D ‘SHIIIVIOA :STISATRUY O SHY AJVIITIW AIVA :swey 3osloxg
€10Z/€0/2T :=3ea axodsy 855900 :oN axodsy qeT
$9829 I ‘UOUISA "IW  99ST XO0d °0O°'d {SATIQ UOTIBRTAY 00% *ONI ‘“"Ia¥VY

LI0dHEY HLVOITANd HIIJAS/HIILS MNVId

Page 43 of 213

Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

ARDL Inc



T 30 T °bea

(0928) SKW/D9D ‘SHTIIVIOA ‘0Z-L55900 I03F soytds XTIden
S3TWTT PIBPURIS JO 2PTSINO AISAODSI B SIIBOTPUTL , ;s

“1ea9T 9y1ds X¥< ardwes se3eOTPUT ,OU,

0ST-09 £6 86 SUSZUSOIONTIOWOIF -
0ST-09 £0T T0T 8P-3UaANTOL
SITWIT A% d% dSK d% SH FSHTIIAAODHE HIVOHOWANS
514 PIT ¥2T-08 ¥ L8 00T A 86 00T 86 an SUIZUITAYISWTIAL-F'2 T
54 S°8 82T-18 Z°16 00T T°16 £°66 00T £°66 aN QUSTAX-0
sZ 878 LZT-6L T°¢26 00T T°26 ST00T 00T 00T an suaxfils
T4 9°L 6ZT-¥8 L7006 00z 8T 8°L6 00T 96T aN usTAx-d 3 w
T4 L°L 0€1-2Z8 1°26 00T T°26 5766 00T 5766 an suszuag TAUIF
14 87 L 9C1-18 €768 00T £°68 S°96 00T S$°96 an QUINTOL
JTWIT aqag S3TWTT o9y 3 12491 AINsSay 099 3 12A97 3ITnsay aAInsayg Io33wexed
adxs o9d 3 adsi dsK asi SKH S SKH a1dures
MOT cTsas1 HNSSTL SXTI3en
€T0T/LZ/TT :=3ed sTsAreuy MSALE0TT :ys3ed OO 0TZT ‘awTl S1dwes
MHON\MN\OH :93eJ pPSATSD092Y JussSsid SANISTOW ON P2INJSTONW % MHON\MN\mo =23eqg ®HQEMW
‘SweusTTd el B z :psspn junouy  HYO ANHSHY A¥VIITIN OVMVW :UOTIEDOT/Ds3d
02-L9S900 FTON gqeT Ta9Y €T0Z/L2/TT :o3eq -dexg S YAN N *dI PIST4A
¥0E€0S :POU3IaW doag

90928 :POUISH TedT3ihTeuy

(0928)

SW/DD 'SHTILYTIOA :STSATeuy

:"oN 309 lLoxg
O SHEI AWYILITIN DTV :suweN 3osloag

:o3eg 3xodsy
y98¢9 1T

€102/€0/2T
‘UOUIBA AW

99S8T xXod °0°d

{9ATIQ UOTIRTAY (00F

LSS900 :ON 3x0odey qgeT

*ONI "Ia@¥VY

LIOdHE HLVOITANd HIT4S/HAMIIS XTIIALVH

Page 44 of 213

Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

ARDL Inc



T Jo T abeg

(092Z8) SW/DOD ‘SHEIIIVTIOA ‘Z0-895900 I0F SayTdS XTIJeK
TS3ITWIT PIPPURIS JO SPTSINO AIDAODIIT B SOIBDTIPUT . %,

“Ton9T 9Tds Xp< oTdwes s93ROTPUT ,OU,

09T-0S 66 g6 suIZUIqOIONTIOoWOIH~ T
0ST-05 60T Z0T 8P-3USNTOL
SITWUTT ¥ q% dSW ¥z SKW SEI¥EAQDHY ALYDOWHNS
Sc €% vZ1-08 S°96 00T S§°96 v-Z6 00T v-Z6 aNx QURZUSqTAUISWIIL-% /2 T
14 L€ 8CT-T8 6°00T 00T TO0T L6 00T L6 aNn susTAX-0
14 1T LZTT~-6L 96 00T 96 T°L6 00T T Le aNn suaxAals
ST Lz 6Z1-%8 v°86 00T L6T 8°56 002 Z6T aNn suaTAX-d 3 w
14 iR Q0€T-28 8°00T 00T T0T i ANAS 00T v-L6E aN suszusg TAU3I=I
14 8 € 9¢1~18 T°66 00T T°66 ¥°se6e 00T 796 aNn QUSNTOL
JITOTT agd S3TWTT 099 3 TaaaT 3Tnssy o9y 3 TonoT 1Tnssyg ITnsay I93sweIed
ada o3 3 asKW aSH aSK SKW SW SKW sTdues
MOT TeAST HOSST.L CXTIAER
€T0Z/LZ/TT :97eqd STSATeUY XSAL€0ZT :yoqed DO £€80 rowty oTdwes
€T0Z/€Z/0T :93eJ PATS09Y JUSSaId SANISTOW ON  :DIANJSTOW €102/€2/60 :o3eq oTdwes
TPWERUSTTA e b z :pssn junoury HYO AYASHYI XIYLITIW OWIVW UOT3IBD0T/DOS3d
Z0-855900 :"ON geT TadY €T02/LT/TT :o3eq -dexg D0 € 0MYI ‘dT PI=TA
Y0€0S :poylsW dsig :-oN 3osloxg
H09¢8 :POYISW TedTIATRUY (0928) SW/DD ’‘SHTILVIOA :STSATRUY O SHY XIVIITIN OIVW :2weN 3o9Loag

€T0Z/£0/2T :93eqg 3xodsy

¥98¢C9 I ‘UOUISA "IW

99ST ¥od °"0°d

855900 :oN 3xodey qeT

!SATIQ UOIJIRTIAY Q0% *ONI “"I1@av

LJOdHY HLVOITANd HATIJS/HMIAS XIULVK

Page 45 of 213

Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

ARDL Inc



Lab Name:

Lab Code: -
Lab File ID:

Date Analyzed:

GC Column:

Instrument ID:

01
02
03
04
05
06
07
08
09
10
11
12
13
14
15
16
17
18
19
20
21
22
23
24
25
26
27
28
29
30

COMMENTS :

4B

VOLATILE METHOD BLANK SUMMARY

EPA SAMPLE NO.

BK 11/26/13

ARDL, INC. Contract: ---

- Case No,: --- SAS No.: --— SDG No.: ---
Al126305 Lab Sample ID: 006557-20B1
11/26/13 Time Analyzed: 10:15

RTX-VMS ID: 0.25 (mm) Heated Purge: (Y/N) Y
AG1
THIS METHOD BLANK APPLIES TO THE FOLLOWING SAMPLES, MS, AND MSD:
LAB LAB TIME
EPA SANPLE NO. SAMPLE ID FILE ID ANALYZED

MAKOOQO1C 006557-01 A1126306 10:47

MAKQ02C 006557-02 Al126307 11:15

MAK004C 006557-03 A1126308 11:42

MAKOO05C 006557-04 A1126309 12:12

MAKO06C 006557-05 All26310 12:42

MAKOOQO8C 006557~07 All26312 13:53

MAKQ09C 006557-08 Al126313 14:21

MAKQ10C 006557-09 All126314 14:49

MAK019C 006557-13 Al126316 15:48

MAKQO22C 006557-15 A1126317 16:18

MAK024C 006557-16 All126318 16:48

MAKO25C 006557-17 A1126319 17:18

MAKO26C 006557-18 Al1126320 17:47

MAKQO27C 006557-19 All126321 18:15

MAK032C 006557-20 Al126322 18:42

FORM IV VOA 3/90

page 1 of 1

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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METHOD BLANK REPORT

ARDL, Inc. 400 Aviation Drive;

Mt. Vernon, Illinois 62864

P.O. Box 1566

i
|
|
!
|
l
|
!
|
|
I
I
I
I
I
|
!
l
|
l
l
|
|

Lab Report No: 006557 Report Date: 12/03/2013
| Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260)
|  Project No.: Analytical Method: 8260B
| NELAC Certified - IL100308 Prep Method: 5030A
| v
| Field ID: NA ARDL Lab No.: 006557-20B1
| Desc/Location: NA Lab Filename: A1126305
| sample Date:  NA Received Date: NA
| sample Time: NA Prep. Date: 11/26/2013
| Matrix: QC Material Analysis Date: 11/26/2013
| Amount Used: 2 g Instrument ID:  AGl
| Final Volume: 5 mL QC Batch: 1203JFSW
| % Moisture: NA Level: LOW
|
| Method Reporting Data
| Parameter Limit ‘Limit Result Flag Units
l
| Toluene 2.5 12.5 ND UG/KG
| Ethyl Benzene 2.5 12.5 ND UG/KG
| m & p-Xylene 5.0 25.0 ND UG/KG
| Styrene 2.5 12.5 ND UG/KG
| o-Xylene 2.5 12.5 ND UG/KG
| 1,2,4-Trimethylbenzene 2.5 12.5 ND UG/KG
|
| SURROGATE RECOVERIES: Limits Results
| Toluene-ds 50-150 106%
|4~Bromofluorobenzene 50-150 96%

I

l
|
l
I

Surrogate recoveries marked with '*

Blank for Run 1203JFSW, VOLATILES, GC/MS

indicates they are outside standard limits.

(8260)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

Page 1 of 1
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4B

VOLATILE METHOD BLANK SUMMARY

EPA SAMPLE NO.

BK 11/27/13

Lab Name: ARDL, INC. Contract: —---
Lab Code: --- Case No.: -—- SAS No.: --- SDG No.: -—-
Lab File 1ID: Al1127305 Lab Sample ID: 006558-02B1
Date Analyzed: 11/27/13 Time Analyzed: 10:43
GC Column: RTX-VMS ID: 0.25 {(mm) Heated Purge: (Y/N) Y
Instrument ID: AG1
THIS METHOD BLANK APPLIES TO THE FOLLOWING SAMPLES, MS, AND MSD:
LAB LAB TIME
EPA SAMPLE NO. SAMPLE ID FILE ID ANALYZED
01| MAKOO7C 006557-06 Al1127306 11:18
02| MAKO014cC 006557-10 Al1127307 11:46
03] MAKQ15C 006557-11 A1127308 12:13
04| MAKO18C 006557-12 Al1127309 12:44
05] MAKO20C 006557-14 A1127310 13:14
06{ MAK032CMS 006557-20MS Al1127311 13:44
07| MAKO032CMSD 006557-20MD Al1127312 14:12
08| MAKQ029C 006558-01 Al1127313 14:39
09| MAKO030C 006558-02 Al1127314 15:06
10| MAKO30CMS 006558-02MS Al1127315 15:37
11{ MAKO30CMSD 006558-02MD All127316 16:04
12| MAKO31C 006558-03 Al1127317 16:35
13| MAKO028C 006558-04 Al1127318 17:05
14
15
16
17
18
19
20
21
22
23
24
25
26
27
28
29
30
COMMENTS :
page 1 of 1 FORM IV VOA 3/90
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METHOD BLANK REPORT

Inc.
Mt. Vernon,

ARDL,

Lab Report No: 006558

400 Aviation Driwve;

ITllinois 62864

Report Date:

P.O. Box 1566

12/03/2013

Project Name: MAKAU MILITARY RES O

Project No.:

Analytical Method:

Analysis: VOLATILES, GC/MS (8260)

8260B

| |
| |
| NELAC Certified - IL100308 Prep Method: 5030A [
| I
| Field ID: NA ARDL Lab No.: 006558-02B1 |
| Desc/Location: NA Lab Filename; 21127305 |
| Sample Date: NA Received Date: NA |
| Sample Time: NA Prep. Date: 11/27/2013 |
| Matrix: QC Material Analysis Date: 11/27/2013 [
| Amount Used: 2 g Instrument ID:  AGl |
| Final Volume: 5 mL QC Batch: 1203JFSX |
| % Moisture: NA Level: LOW }
l |
] Method Reporting Data I
| Parameter Limit Limit Result Flag Units |
I |
| Toluene 2.5 12.5 ND UG/KG

| Ethyl Benzene 2.5 12.5 ND UG/KG

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

| styrene 2.5 12.5 ND UG/KG

| o-Xylene 2.5 12.5 ND UG/KG "
| 1,2,4-Trimethylbenzene 2.5 12.5 ND UG/KG

I | |
| SURROGATE RECOVERIES: Limits Results

| Toluene-ds 50-150 107%

| 4-Bromofluorobenzene 50-150 103%

Surrogate recoveries marked with

'*!' indicates they are outside standard limits.

Blank for Run 1203JFSX, VOLATILES, GC/MS (8260)

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

Page 1 of 1
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8A

VOLATILE INTERNAL STANDARD AREA AND RT SUMMARY
Lab Name: ARDL, Inc. Contract: ---
Lab Code: --- Case No.: ---— SAS No.: -—- SDG No.: ——-
Lab File ID (Standard) :A1125308 Date Analyzed: 11/25/13
Instrument ID: AG1 Time Analyzed: 12:29
Matrix: (socil/water) SEA CUCUM Level: (low/med) Low Column: (pack/cap) CAP
IS1(CBZ) IS2 (DCB ) IS3( )
AREA #| RT # AREA i RT # AREA #| RT #
12 HOUR STANDARD 113737 8.54 115803 9,94
UPPER LIMIT 227474 9,04 231606 10.44
LOWER LIMIT 56869 8.04 57902 9.44
EPA SAMPLE NO.
1| SPBK 11/26/13 116550 8.54 122706 9.94
21 BK 11/26/13 87035 8.54 105818 9.94
3] MAKOO1C 130416 8.54 132665 9,94
4} MAKOO2C 99854 8.54 102668 8,94
5|1 MAKOO04cC 116518 8.54 126763 9.94
6| MAKOO5C 88030 8.53 92428 9.94
71 MAKOO6C 104503 8.53 109997 9.93
8| MAKO08C 96961 8.53 88037 9.94
9] MAKOQO0O9C 104935 8.53 108202 9,94
10|l MAKO10C 112574 8.53 118897 9.94
11] MAKQO19C 76950 8,53 69759 9,94
12| MAKQ22C 88171 8.53 78354 9,93
13| MAKO24C 92598 8.53 91345 9.93
141 MAKO25C 102996 8.53 106311 9.93
15| MAKO26C 99153 8.53 98434 9.93
16| MAKO27C 94107 8.53 90699 9.93
17} MAKQ032C 99386 8.53 100691 9.93
18
19
20
21
22
IS1 (CBZ) = Chlorobenzene-d5b UPPER LIMIT = +100%
IS2 (DCB) = 1,4-Dichlorobenzene-d4 of internal standard area
IS3 ( ) = LOWER LIMIT = - 50%

of internal standard area

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

* Values outside of QC limits

page 1 of 1

ARDL Inc

FORM VIII VOA

Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

3/90
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ARDL Inc

8A

page 1 of 1

Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

VOLATILE INTERNAL STANDARD AREA AND RT SUMMARY
Lab Name: ARDL, Inc. Contract: ---
Lab Code: -—- Case No.: =-=-- SAS No.,: =--- SDG No.: ===
‘Lab File ID (Standard):A1125308 Date Analyzed: 11/25/13
Instrument ID: AGI Time Analyzed: 12:29
Matrix: (scoil/water) SEA CUCUM Level: (low/med) Low Column: (pack/cap) CAP
' 151 (CBZ) 1S2 (DCB ) 1S3( )
AREA  #| RT # AREA  #| RT # AREA #| RT #
12 HOUR STANDARD 113737 8.54 115803 9.94
UPPER LIMIT 227474 9.04 231606 10.44
LOWER LIMIT 56869 8.04 57902 9.44
EPA SAMPLE NO.
1} SPBK 11/27/13 113851 8.54 126482 9.94
2 BK 11/27/13 104605 8.54 115206 9.94
31 MAKOO7C 97071 8.53 101758 9.94
41 MAKOl4cC 73557 8.53 81945 9.93
5! MAKO15C 110897 8.53 112990 9.93
6| MAK018C 93771 8.53 95460 9.94
71 MAK020C 80317 8.53 75277 9.93
8| MAK032CMS 104177 8.53 110961 9.93
9| MAKO32CMSD 111183 8.53 121881 9.93
10! MAKO029C 113236 8.53 119231 9,93
11| MAKO30C 104507 8.53 113557 9.93
12{ MAKO30CMS 104736 8.53 115067 9.93
13! MAKO30CMSD 94737 8.53 101831 9.93
141 MAKO031cC 102666 8.53 103278 9.93
15{ MAK028C 102150 8.53 111019 9.93
16
17
18
19
20
21
22
IS51 (CBZ) = Chlorobenzene-db UPPER LIMIT = +100%
IS2 (DCB) = 1,4-Dichlorobenzene-d4 of internal standard area
IS3 { ) = LOWER LIMIT = - 50%
of internal standard area
# Column used to flag internal standard area values with an asterisk
* Values outside of QC limits
FORM VIII VOA 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
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. Certificate of Analysis M (il
I ENFIC Internal Standard Mixture

( Analytical Solutions
Product Number: STM-520 Page: 1 0f1
Lot Number: CH-3660 Lot Issue Date:  15-Nov-2011 Expiration Date: 31-Dec-2014

This Certified Reference Material (RM) was manufactured and verified in accordance with ULTRA's 1SO 9001 registered quality
system, and the analyte concentrations were verified by our 1SO 17025 accredited laboratory. The true value and uncertainty value

at the 85% confidence level for each analyte, determined gravimetrically, Is listed below.

Analyte CAS# AnaIYte Lot True Value

chlorobenzene-d5 003114-55-4 RM01430-01 2503 & 13 pg/mL

1,4-dichlorobenzene-d4 003855-82-1 RM01700-06 2500 % 13 pg/mL
000462-06-6 RM03366-01 ' 9513 % 13 pg/mL

fluorobenzene

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 1SO 9001, and calibrated

Class A glassware in the manufacturing of these standards,

[ACCREDITED)
1S0 17025:2005 SO 8001:2008
AUSIA TUVURA T 250 Smith Street, North Kingstown, RI 02852 USA e
Gert. No. 0851-01 Cett. No, 08-100 ! 40"1.6254 9400 ng_ 2052330 Qual William J. L?I{Afy
o e uality Assurancg Manager

wwww.ultrascl.com ,
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ULTRA Certificate of Analysis @%%3\\\

SCIENTIFIC

(' Analyﬁcal Solutions

4-Bromofluorobenzene Solution

Product Number: STS-110N Page: " 1of1
‘Lot Number: CF-56373 Lot Issue Date: Jan-2010 Expiration Date: Jan-2014

factured and verified In accordance with ULTRA's ISO 9001
rations were verified by our ISO 17025 accredited
confidence level for each analyte, determined

This Certified Reference Material (RM) was manu
registered quality system, and the analyte concent
laboratory. The true value and uncertainty value at the 95%

gravimetrically, Is listed below.

CAS# Analyte Lot True Value
20401KO 2040 + 10 pg/mL

Analyte
4-bregmofluorobenzene 000460-00-4

Matrix: methanol (methyl alcohol)

Storage: Storeat<4°C

540-1 and 1SO

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

150 1;\7025:;302 Iso 900]112003 950 Smith Strest, North Kingstown, Rl 02852 USA
corediod TUV VA, Ine - 401-294-9400 Fax: 205-2330
Cert. No, 0851-01 Cert. No. 09-1009 www.ulfrascl.com
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- . Lecdeln
Certificate of Analysis

. SCIENTIFIC Method 8260 Surrogate Standard Mixture
( Analytical Solutions :
Product Number: STM-530 Page: 10of1
Lot Number: CJ-1280 Lot Issue Date:  17-Apr-2012 Expiration Date: 31-May-2015

This certified Reference Material (RM) was manufactured and verified in accordance with ULTRA's ISO 9001 registered quality
system, and the analyte concentrations were verifled 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 RM03908- 2512 + 13 pg/mL
dibromofiuoromethane 001868-53-7 RM04871-01 2512 + 13 pg/ml
1,2-dichloroethane-d4 017060-07-0 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 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.

R

. (ACGREDITEDl
IS0 17025:2005 180 9001:2008
Accredited Regislered . R s
AZLA TUV USA, Inc. 250 Smith Street, North Kingstown, Rl 02852 USA Willam J. L
Gert. No, 0851-01 Cert, No, 03-1008 401-294-9400 Fax: 295-2330 . N J. ry
. : © Quality Assurancg Manager
wwww,ultrascl.com
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Certificate of Analysis

Recd dligle

~ SCIENTIFIC ' VOC Mixture
( i Analytical Solutions :
Product Number; DWM-589N Page: 10f3
Lot Number: CH-3339 Lot Issue Date:  19-Oct-2011 Expiration Date: 30-Nov-2014

This Certified Reference Material (RM) was manufactured and verified in accordance with ULTRA's [SO 9001 registered quality
system, and the analyte concentrations were verified by our 1SO 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
bromochloromethane 000074-97-56 RMO00009
bromodichloromethane 000075-27-4 10529HD
bromoform 000075-25-2 RM01801
carbon tetrachloride 000056-23-5 .  RMO00012
chloroform ' 000067-66-3 RMO01693
dibromochloromethane 000124-48-1 07705AN
dibromomethane ~000074-95-3 RM02090
methylene chloride 000075-09-2 RM01647
( 1,2-dibromoethane 000106-93-4 RM00018
1,1-dichloroethane 000075-34-3 RM00019
1,2-dIchloroethane 000107-06-2 RM02111
1,1-dichloroethene 000075-35-4 RM0Q1356
cis~1,2-dichloroethene - 000156-59-2 RM01500
trans-1,2-dichloroethene 000156-60-5 - 01306HD
1,1 ,ﬁ 2-tetrachloroethane 000630-20-6 RM02567
1,1,2,2-tetrachloroethane 000079-34-5 RM02540
tetrachloroethene 000127-18-4 | RMO00026
1,1,1-trichloroethane 000071-55-6 RM00027
1,1,2-trichloroethane 000079-00-5 RM02575

True Value

2006 + 10 pg/mL
2006 * 10 pg/mL
2006 £ 10 pg/mL
2006 + 10 pg/mL
2006 + 10 pg/mL
2006 + 10 pg/mL
2006 £ 10 ug/mL
2006 + 10 pg/mL
2006 + 10 pg/mL
2006 + 10 pg/mL
2006 + 10 pg/mL
2006 + 10 pg/mL
2006 £ 10 pg/mL
2006 + 10 pg/mL
2006 £ 10 pg/mL
2006 £ 10 pg/mL
2006 & 10 pg/mL
2008 + 10 pg/mL

2006 + 10 pg/mL

ULTRA uses balances calibrated with weights traceable to NIST in compliance with ANSINCSL Z-540-1 and 1SO 9001, and calibrated

Class A glassware in the manufacturing of these standards. *

ACCREDITEDl
1SO 17025:2005 1S0O 9001:2008
Accredlied Reglslered .
ot No 08915*1\ CeIUh}/OUOSgAi‘I’%% 250 Smith Street, North Kingstown, Rl 02852 USA
T e 401:294-9400 Fax: 295-2330

wwww.ultrascl.com

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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Wililam J. Lgary
Quality Assurancy Manager
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Certificate of Analysis
SCIENTIFIC N

{ Andlytical Solutions

Product Number: DWM-589N Page: 20f3
Lot Number: CH-3339 Lot Issue Date:  19-Oct-2011 Expiration Date: 30-Nov-2014

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 18O 17025 accredited laboratory. The true value and uncertainty value

at the 95% confidence leve! for each analyte, determined gravimetrically, is listed below.

trichloroethene 000079-01-6 . RMO00029 2006 + ﬁO pg/mL
1,2-dibromo-3-chloropropane 000096-12-8 RM02088 2006 + 10 pg/mL
1,2-dichloropropane 000078-87-5 RM02091 2006 + 10 pg/mL
1,3-dichloropropane ' 000142-28-9 RM02080 ‘ 2006 + 10 pg/mL
2,2-dichloropropane 000594-20-7 - 01104EE 2006 % 10 pg/mL
1,1-dichloropropene 000563-58-6 RMO01234 2006 + 10 pg/mL
cis-1,3-dichloropropene 010061-01-5 RM01442 2006 + 10 pg/mL
trans-1,3-dichloropropene 010061-02-6 RM01443 2006 + 10 pg/mL
hexachlorobutadiene 000087-68-3 RM02247 2004 10 pg/mL
k». 1,2,3-trichloropropane 000098-18-4 RM02562 2006 + 10 pg/mL
benzene 000071-43-2 RM03830 2006 % 10 pg/mL
n-butylbenzene 000104-51-8 RM01802 2006 + 10 pg/mL
sec-butylbenzene 000135-98-8 RM01800 2006 + 10 pg/mL

. tert-butylbenzene 000098-06-6 RM01814 2006 * 10 pg/mL
ethylbenzene 000100-41-4 RM00783 2006 = 10 pg/ml.
isopropylbenzene 000098-82-8 RM02285 2006 * 10 pg/mL
4-isopropyltoluene 000099-87-6 RM00046 2006 + 10 pg/mL
naphthalene 000091-20-3 RM02406 . 2006 * 10 pg/mL
RM02468 2006 % 10 pg/mL

n-propylbenzene 000103-65-1

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.

(@B |

ACCREDITEDI
1SO 17025:2006 ISC 9001;2008
Accredited Registered . . <)
A2LA TUV USA, Inc. 250 Smith Street, North Kingstown, Rl 02852 USA Wiliam J. L
Cert. No. 0851-01 Gert, No. 09-1009 401-294-9400 Fax: 295-2330 I al‘}n . ry
e e Quality Assurancg Manager

wwww.ultrasci.com
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SCIENTIFIC

( Analytical Solutions

Product Number: DWM-589N

Lot Number; CH-3339

Ce-ktifioate of Analysis

VOC Mixture

Lot Issue Date:  19-Oct-2011

Page:

30f3

Expiration Date: 30-Nov-2014

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 leve! for each analyte, determined gravimetrically, is listed below.

styrene

toluene

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

m-xylene

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

1,2,4-trichlorobenzene

Matrix:  methanol (methyl alcohol)

Storage: Storeat<4°C

000100-42-5
000108-88-3
000095-63-6
000108-67-8
000095-47-6
000108-38-3
000106-42-3
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

LR-11228MQ
RM02555
RM00050
RM02563
RM00052
RM00053
RM02647
RM00056
RM01874
NT00290
RMO1866
RMO00060
RM00061
RM01501
RM02563

RM00063

2006 + 10 pg/mL
2006 + 10 pg/mL
2006 + 10 pg/mL
2006 % 10 pg/ml
2006 + 10 pg/mL
2006 = 10 ug/mL
2006 + 10 pg/mkL
- 2006 * 10 pg/mL
2006 = 10 pg/mL
2006 % 10 pg/mL
2006 = 10 pg/mL
2006 £ 10 pg/mL
2006 + 10 pg/mL
2006 £ 10 pg/mL
12006 £ 10 pg/ml.

2006 * 10 pg/mL

ULTRA uses balances calibrated with welghts traceable to NIST in compliance with ANSI/NCSL 7-540-1 and 1SO 9001, and calibrated
Class A glassware in the manufacturing of these standards.

WA

[ACCREDITED|
1SO 17025:2005 1S0O 9001:2008
Accredited Registered
A2LA TUV USA, Inc.
Cert, No. 0851-01 Cert. No, 09-1009
ARDL Inc

250 Smith

Street, North Kingstown, RI 02852 USA

401-294-9400 Fax: 285-2330

wwww.Ultrasci.com

Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

)
Willlam J. Legary
Quality Assdrancg Manager
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RESTEK

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

www.restek.com

z’w((.%%o\\%

AN\,
=
3

A

“%

Certificate of Analysis

\\\\‘ \‘\"j/ l//’

NN
/’/fJ s x\\‘\\\

[AccRE ED)

150 Guide 34 Accredited
Reference Material Producer

Cestificate #32220%

|ACCREﬁ ’

ISONEC 17025 Accredifed
Tasting Laboratary
Certificate £322202

Catalog No. :

Description :

. Container Size :

Expiration Date :

=+~ Elution -
U7 Order -

30213

FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.
This Reference Material is intended for Laboratory Ue Only as a standard for

the qualitative and/or quantitative determination of the analyte(s) listed.

Lot No.: A094024

BTEX Standard

BTEX Std 2000pg/mL, P&T Methanol, 1mL/ampul

2 mL

Pkg Amf: >1mL

April 2020

Storage: 0°C or colder

" Compound -

Grav. Conc.
. (weight/volume)

+/- 11.6282

CERTIFIED VALU

- 'Expanded Uncertainty -
(95% C.Li K=2) - -

ES

1 Benzene 2,000.0 pg/mL jg/mL Gravimetric
CAS#  71-43-2 +- 24.1076 pg/mL Unstressed
Purity  99% . +- 27.2017 pg/mL Stressed

2 Toluene 2,000.0 pg/ml +/- 11.6282 " pg/mL Gravimetric
CAS#  108-88-3 +-  24.1076 pg/mL Unstressed
Purity  99% +- 272017 pg/ml Stressed

3 Ethylbenzene 2,000.0 pg/mL +- 11.6282 pg/mL Gravimetric
CAS#  100-41-4 +-  24.1076 pg/mL Unstressed
Purity  99% +- 272017 ©  pg/mL Stressed

4 p-Xylene 2,000.0 pg/mL +- 116282 pg/ml, Gravimetric
CAS#  106-42-3 +- 24.1076 pg/ml Unstressed
Purity  99% e +- 272017 pg/mL Stressed

5 m-Xylene « 2,000.0 pg/mL +- 11.6282 pg/mL Gravimetric
CAS#  108-38-3 +-  24.1076 pg/ml Unstressed
Purity  99% +- 27.2017 pg/mL Stressed

6 o-Xylene 2,000.0 pg/mL +/-  11.6282 pg/ml, Gravimetric
CAS#  95-47-6 +-  24.1076 pg/mlL Unstressed
Purity  99% +- 27.2017 pg/mL Stressed

Solvent:  P&T Methanol =
CAS#  67-56-1 e,
Purity 99%
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RESTEK Certificate of Analysis

110 Benner Circle FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.

Bellefonte, PA 16823-8812 Catalog No. : 30422 Lot No.: AO75706
Tel: (800)356-1688

.Description : 1,2,4-Trimethylbenzene Standard

Fax: (814)353-1309 1
Expiration Date : July 2015 Storage: Freezer
7 Percent - Concentration 3 | % Uncertainty
Elution Order Compound SIETSECE S ,
-“ Purity - " | (weightivolume) | (85% C.L; K=2)
1,2,4-Trimethylbenzene 95-63-6 99% 2,000.000 ug/ml +/-0.59 %

Solvent: P&T Methano! : 67-56-1 99%
Column: -
105m x.53mm x 3.0um - -
Rt%-502.2 (cat.#10910) ]
Carrier Gas: g
hydrogen-constant pressure 11.0 psi. ' ~
Temp. Program:
40°C {hold 2 min.} to 240°C ]
@ 8°C/min. (hold 5 min.}
Inj. Temp: E
200°C I
Det. Temp:
250°C
Det. Type: —

e e ]
5 10 15 20 25
Minutes
:lew \S‘{'\Eﬂl}ﬁ ' Manufactured under Restek's 1SO 8001:2008
Bltne Shatfor - CA, AHdyst Date Passed:  15-Jul-2010 Balance: 1128342314 Registered Quality System
- - Certificate #FM 80397

1 Expiration date of the unopened ampule stored at the recommended storage condition.

2A Purlty Is determined by one or more of the following techniques: GC/FID, HPLC, GC/ECD, GC/iMS. Value is rounded to the nearest
whole number, Chemical Identity is confirmed using GC/MS, See data pack or contact provider for further details,

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

2C The following types of compounds wili have a listed purity of less than 99%: Aldehyde/Ketone-DNPH compounds, Bromides, Chlorides,
HCL saits, HBR salts, sulfates, hydrates, and other compounds as necessary, The listed purity isa correction factor that is equivalent
to the percentage of parent compound in the molecule. This correction factor Is used to calculate the amount of compound necessary
to achieve the desired concentration of the parent compound in solution, The concentration listed c on the certificate is the concentration
of the parent compound in the solution.

2D Purity of Isomeric compounds is reported as the sum of the isomers. Valuels rounded to the nearest whole number after summation.

3 Based upon gravimetric preparation with balance calibration verified using NIST traceable welghts {seven mass levels) and/or class A
glassware used for diutions.

4 Uncertainties determined using data for balances and glassware from measurement_,system‘g’analysls methodology, raw material purity,

and, when significant, equipment tolerances or calibration results.

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B Page 67 of 213




e~ |
RESTEK CERTIFIED REFERENCE MATERIAL \0\

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

www.restek.com

Certlflcate of Analysis

i

\\\\HINIU/

IACCRE DI

150 Guide 34 Averedited
Reference Materdal Produzer
Cenificate #322201

{ACCREBITED)
1SONIEC 17025 Accredited

Testing Labaratory
Certificatz #3222.02.

Catalog No. : 30410

FOR LABORATORY USE ONLY-READ SDS PRIOR TO USE.
This Reference Material is intended for Laboratory Use Only as a standard for

the qualitative and/or quantitative determination of the analyte(s) listed.

Lot No.: A095301

Description :

Styrene Standard

Styrene 2000pg/mL, P&T Methanol, TmL/ampul

Container Size : 2mL

Pkg Amt: >1mL

Expiration Date :

May 31, 2018

Storage: .O"C or colder

CERTIFIED VALU

-. Elution cOmpound Gl’aV. Conc,
. Order . (weight/volume)

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

ES

Gravimetric

(’ 1 Styrene 2,004.0 pg/mL +- 11.9032 pg/ml,
CAS#  100-42-5 (Lot 10174567) +~  24.2782 pgmL Unstressed
PUflty 99% +/-  27.3647 pg/mL Stressed
Solvent: P&T Methanol
CAS#  67-56-1
Purity  99%
{
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Methanol ', P
ULTRA RESI-ANALYZED & e e
| JTBaler A T
For Purge and Trap Analysls ;f ‘Q&W E\{r EBT ..11253) E A
I ® PERFORMANCIE MATERIALS
i Material No.:9077-02
Batch No.: 0000038701
Manufactured Date:2013/02/20
° . Retest Date: 2018/02/19
‘ Certificate of Analysis
2 Test Specificatjon Result. Y
- 'Assay (CH3OH) (by GC, corrected for water) " >=99.9% 100.0
*‘Residuae after Evaporatlon <= 1.0000 ppm < 0.1000
Titrable Acid (peq/g) <=0,3 <'0.1
Titrable Base (Ueq/q) <= 0.1 <0.01
Water (by KF, coulometric)  <=0,08% . <0,01
Photolonization Detection (PID) Below CRQL ‘Passes Test PT

" Electroconductivity Detection (ELCD) Below CRQL

Passes Test *

i 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: Philllpsburg Mfg Ctr & DC

, For questions on thls Certificate o

3477 Corporate Parkway Suite #200 Center Valley,

. Avantor ™ Performance Materials Inc.
PA 18034, U.S.A, Phone: 610.573.2600 . Fax: 610.573. 261 0

:

o

Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

Page 69 of 213




ARDL Inc

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)

Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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Calibration Information

Tune Data (If applicable)

Initial Calibration (If different than Initial Calibration in Run 1) |

Calibration Factor Summary
Chromatogram
Quant Report (If applicable)

Continuing Calibration
Calibration Response Check
Chromatogram
Quant Report (If applicable)
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Rev. 1.1
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5A

VOLATILE ORGANIC GC/MS TUNING AND MASS CALIBRATION - BROMOFLUOROBENZENE (BFB)

Lab Name: ARDL, Inc. Contract: ---
Lab Code: =--- Case No.: —--- SAS No.: —--- SDG No,: ---
Lab File ID: Al1125303 BFB Injection Date: 11/25/13
Instrument ID: AG1 BFB Injection Time: 09:43
m/e| ION ABUNDANCE CRITERIA Z;gﬁgxg;f
50/ 8.0 - 40.0% of mass 95 14.5
751 30.0 ~ 66.0% of mass 95 48.1
95| Base Peak, 100% relative abundance 100,
96| 5.0 - 9.0% of mass 95 6.6
173} Less than 2.0% of mass 174 0.0j(1)
174 Greater than 50.0% of mass 95 86.5
175 4.0 - 9.0% of mass 174 7.9](1)
176} Greater than 93.0%, but less that 101.0% of mass 174 100.9] (1)
1771 5.0 - 9.0% of mass 176 6.1](2)

Q.

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

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

EPA SAMPLE NO. LAB LAB DATE TIME
SAMPLE ID FILE ID ANALYZED ANALYZED
1| BLK STD 000 STD A1125304 11/25/13 10:08
2] VOA STD 12.5 STD A1125305 11/25/13 10:46
31 VOA STD 025 STD A1125306 11/25/13 11:22
4] VOA STD 050 STD A1125307 11/25/13 11:57
5] VOA-STD 100 STD A1125308 11/25/13 12:29
6| VOA STD 150 STD Al1125309 11/25/13 13:00
71 VOA STD 200 STD A1125310 11/25/13 13:37
8| ICV 100 STD Al125312 11/25/13 14:40
9
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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/

BFB

Data Path C:\MSDCHEMN1NDATAN112513\
Data File Al125303.D

Acq On 25 Nov 2013 9:43 am
Operator

Sample 50 NG BFB

Misc 8260

ALS Vial 1

Integration File: rteint.p
Method
Title

Last Updaté

Sample Multiplier: 1

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

Abundanca TIC: A1125303.D

160000

140000

120000

100000

80000

60000

40000

20000

DII[IIIIIIIIIIII ll]]'lll[III‘IIIIIIIIIIllllll]llll[lllllIIVllIIII||IIIlllllllllllIillllllﬁll)lllll
Time—> 280 300 320 340 360 380 400 420 440 460 480 500 520 540 560 580 600 6.20 640 B.60
Abundance Average of 4.686 to 4.653 min.: A1125303.D ()
95
35000
176

30000

25000

20000

75
15000
10000
50
5000 ’ 59
37 62 68 ]

H UIII|lllll]l!lllllllll‘a‘?lllllll\l”]llllll‘lal-ll!Il!lI|||II‘lIII]ITIIIIlll'lllll‘llqlalllllIIIIIII]I llllb
mfz—> 30 40 50 60 70 80 90 100 110 120 130 140 150 160 170 180
AutoFind: Scans 500, 501, 502; Background Corrected with Scan 491
| Target | Rel. to | Lowsr | Upper | Rel. | Raw | Result |
| Mass | Mass | Limit% | Limit% | Abn% | Abn | Pass/Fail |
| 50 | 95 | 8 | 40 | 14.5 | 5285 | PASS |
| 75 | 95 | 30 | 66 | 48.1 | 17482 |  PASS |
| 95 | 95 | 100 | 100 | 100.0 | 36352 |  PASS |
| 96 | 95 | 5 | 9 | 6.6 | 2395 |  PASS |
| 173 | 174 | 0.00 | 2 | 0.0 | 0 | PaSS |
[ 174 | 95 | 50 | 120 | 86.5 | 31434 |  PASS |
| 175 | 174 | 4 | 9 | 7.9 | 2468 |  PASS |
| 176 | 174 | 93 | 101 | 100.9 | 31704 |  PASS [
| 177 | 176 | 5 | 9 | 6.1 | 1922 | PASS [

BF%ggiﬁhy Mon Nov 25 09:48:53 2%}3

eport

A

1
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Average of 4.686 to 4.693 min.:

50 NG BFB

Modified:subtracted

ARDL Inc

abund.
166
1445
1184
362
1091
5285
1740
176
775
200
1435

Al1125303.D

abund.
1592
1039
3358
3414
1508
5875
17482
1389
723
721
1082

abund.
1164
927
1407
4041
36352
2395
201
31434
2468
31704
1922

n/z

abund,
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Response Factor Report AGl

Method Path : C:\MSDCHEM\1\METHODS\
Method File : SOIL_27.M

Title 1 8260 VOLATILES

Last Update : Mon Nov 25 13:59:03 2013
Response Via : Initial Calibration

Calibration Files
12.5=A1125305,D 25 =A1125306.D 50 =A1125307.D
100 =A1125308.D 150 =A11253092.,D 200 =A1125310.D

Compound 12,5 25 50 100 150 200 Avg %RSD

1) I Chlorobenzene-d5 - - ISTD———— e
2) S Toluene-ds 2,450 2,299 2.202 2,159 2.120 2.298 2.255 5.33
3) MCT Toluene 3.148 3,121 2.907 2.865 2,794 2.79% 2.939 5.37
4) CT Ethylbenzens 3.633 3.691 3.470 3,393 3,364 3.264 3.469 4.74
5) T m & p-Xylene 3.031 2.973 2.814 2.762 2,701 2,615 2.816 5.67
6) T Styrene 2,188 2.181 2.102 2.156 2.051 1,921 2,100 4.84
7) T o-Xylene 1.446 1.382 1.291 1.291 1.277 1.230 1,320 6,00

8) I 1,4-Dichlorobenzene-d —————————ce—eeev ISTD- -
9) S 4-Bromofluorobenz 0.993 0.895 0.876 0.889 0,876 0.945 0,912 5.16
10) T 1,2,4-Trimethylbe 3,382 3.209 3.183 3,132 3,086 3.115 3.184 3.35

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

OIL_27 .M Mon Nov 25 13:59:09 2013 AGL Page: 1
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Quantitation Report {Not Reviewed)

Data Path : C:\MSDCHEM\IN\DATAN112513\
Data File : A1125304.D

Acg On ¢ 25 Nov 2013 10:08 am
Operator .

Sample ;. VSTD0O00

Misc : 8260

ALS vial 1 Sample Multiplier: 1

Quant Time: Nov 25 12:05:59 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_26.M
Quant Title ; 8260 VOLATILES

QLast Update : Mon Nov 25 12:05:47 2013
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.54 82 125488 125.00 ug/Kg 0.00
8) 1,4-Dichlorobenzene-d4 9.94 152 131981 125.00 ugsKg 0.00

System Monitoring Compounds
2) Toluene-ds8 0.00 98 0 0.00 ugsKg
Spiked Amount 100,000 Recovery = 0.00%

9) 4-Bromofluorobenzens 0.00 95 0 0.00 ugsKg

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

JOIL_26 .M Mon Nov 25 12:05:59 2013 AGl

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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Quantitation Report (Not Reviewed)

ﬁata Path : C:\MSDCHEM\1\DATAN\112513\
Data File : A1125304.D

Acqg On v 25 Nov 2013 10:08 am
COperator

Sample © VSTDO0O0O

Misc : 8260

ALS Vial : 1 Sample Multiplier: 1

Quant Time: Nov 25 12:05:59 2013

Quant Method : C:\MSDCHEM\1\METHODS\SQII_26.M
Quant Title : 8260 VOLATILES

QLast Update : Mon Nov 25 12:05:47 2013
Response via : Initial Calibration

‘Abundance TIC: A1125304.D
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650000

d4,]

600000

Chlorobenzene-d5,

4 4 Diehlaral
—AaHeniorobenzene-

550000

500000

450000

400000

350000

300000

250000

200000

150000

100000

0 A i A M e
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;Time--> 6.00 650 7.00 7.50 800 850 9.00 950 10.00 1050 11.00 11.50 12,00 1250 13.00 13.50 14.00

SOIL_26.M Mon Nov 25 12:06:00 2013 AG1l Page: 2
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Quantitation Report

Data Path : C;\MSDCHEM\1\DATA\112513\
Data File : Al1125305.D

Acg On v 25 Nov 2013 10:46 am
Operator '
Sample : VSTD12.5

Misc © 8260

ALS vial : 1

Sample Multiplier: 1

Quant Time: Nov 25 12:07:44 2013

Quant Method
Quant Title
QLast Update
Response via

Internal Standards R.T. QIon Response Con
1) Chlorobenzene-d5 8.54 82 112887 125
8) 1,4-Dichlorobenzene-d4 9.94 152 116353 125

System Monitoring Compounds
2) Toluene-d8 7.57 98 27658 12
Spiked Amount 100.000 Recovery
9) 4-Bromofluorobenzene 9.26 95 11553 12
Spiked Amount 100.000 Recovery

Target Compounds
3) Toluene 7.61 91 35542 13,
4) Ethylbenzene 8.55 921 41013 13.
5) m & p-Xylene 8.63 91 68441 27.
6) Styrene 8,93 104 24700 13,
7) o-Xylene 8.90 106 16327 6.

10) 1,2,4-Trimethylbenzene 9.67 105 39345 13.

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

C:\MSDCHEM\1\METHODS\SOIL_26 .M

8260 VOLATILES
Mon Nov 25 12:05:47 2013
Initial Calibration

JOIL_26 .M Mon Nov 25 12:07:44 2013 AGl
Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

ARDL Inc

{Not Reviewed)

¢ Units Dev(Min)

.00 ugsKg 0.00
.00 ugsKg 0.00

.72 ugsKg 0.00
= 12.72%
.47 ug-sKg 0.00
= 12.47%
Qvalue
08 ug/Kg 99
11 ug-Kg 99
27 ugsKg 94
01 ugsKg# 85
36 ug/Kg 93
48 ug-Kg 98

= gignals summed

Page: 1
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\INDATAN112513\
Data File : A1125305.D

Acq On v 25 Nov 2013 10:46 am
Operator

Sample ¢ VSTD12.5

Misc : 8260

ALS vVial 1 Sample Multiplier: 1

Quant Time: Nov 25 12:07:44 2013

Quant Method : C;\MSDCHEM\1\METHODS\SOIL_26.M
Quant Title : 8260 VOLATILES

QOLast Update : Mon Nov 25 12:05:47 2013
Response via : Initial Calibration

‘Abundance TIC: A1125306.D -
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Time-> 600 650 7.00 7.50 800 850 900 950 10.00 10.50 11.00 11.50 12.00 12,50 13.00 13.50 14.00

SOIL_26.M Mon Nov 25 12:07:44 2013 AGl Page: 2
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEMN\I\DATAN\112513\

Data File : Al1125306.D

Acq On : 25 Nov 2013 11:22
Operator

Sample 1 VSTDO25

Misc : 8260

am

ALS Vial 1 Sample Multiplier: 1

Quant Time: Nov 25 12:08:20 2013
Quant Method : C:\MSDCHEM\1\METHCODS\SOIL_26 .M

Quant Title : 8260 VOLATILES

N

QLast Update : Mon Nov 25 12:05:47 2013
Response via ! Initial Calibration

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

System Monitoring Compounds
2) Toluene-ds8
Spiked Amount 100,000
9) 4-Bromofluorobenzens
Spiked Amount 1060.000

Target Compounds
3) Toluene
4) Ethylbenzene
) m & p-Xylene
) Styrene
) o—-Xylene
) 1,2,4-Trimethylbenzene

5OIL,_26 .M Mon Nov 25 12:08:20 20
ARDL Inc

R.T. QIon Response Conc Units Dev{Min)

8.54 82 111254 125,00 ugs/Kg 0,00
9.94 152 116803 125,00 ug/Kg 0.00

7.57 98 51165 23.87 ugs/Kg 0,00

Recovery = 23,87%
9.26 95 20909 22.48 ug/Kg 0,00
Recovery = 22.48%
Qvalue
7.61 91 69452 25,94 ug-/Kg 99
8.55 91 82122 26 .63 ug/Kg 99
8,63 91 132287 53.49 ug/Kg 95
8.93 104 48524 25,92 ug-Kg 88
8.90 106 30753 12.16 ug/Kg 89
9.67 105 74961 25,58 ug/Kg 95
(m) = manual integration (+) = signals summed

13 AGl
Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\1\DATAN112513\
Data File | Al1125306.D

Acg On v 25 Nov 2013 11:22 am
Operator

Sample ¢ VSTD025

Misc : 8260

ALS vial . 1 Sample Multiplier: 1

Quant Time: Nov 25 12:08:20 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_26 .M
PQuant Title : 8260 VOLATILES

QLast Update : Mon Nov 25 12:05:47 2013
Response via : Initial Calibration

Abw TIC: A1125308.D
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Quantitation Report

Data Path

C:\MSDCHEMN\INDATAN112513\
Data File A1125307.D
Acq On 25 Nov 2013 11:57 am
Operator
Sample VSTDO50
Misc : 8260

ALS vial 1 Sample Multiplier: 1

Quant Time: Nov 25 12:12:59 2013

Quant Method C:\MSDCHEM\1\METHODS\SOIL_26 .M
Quant Title 8260 VOLATILES

QLast Update Mon Nov 25 12:05:47 2013
Response via Initial Calibration

Internal Standards R.T. QIon Response
1) Chlorobenzene-d5 8,54 82 110281
8) 1,4-Dichlorobenzene-d4 9,94 152 109882 125,
System Monitoring Compounds
2) Toluene-ds8 7.57 98 97144 45,
Spiked Amount 100.000 Recovery
9) 4-Bromofluorobenzene 9,26 95 38490 43,
Spiked Amount 100.000 Recovery
Target Compounds
3) Toluene 7.61 91 128237 48,
4) Ethylbsenzense 8.55 91 153066 50,
5) m & p-Xylene 8.63 91 248247 101
6) Styrens 8.93 104 92715 49
7) o-Xylene 8.90 106 56939 22
10) 1,2,4-Trimethylbenzene 9.67 105 139880 50
(#) = qualifier out of range (m) = manual integration (+)

JOIL_ 26 .M Mon Nov 25 12:13:00 2013 AGl
ARDL Inc

(Not Reviewed)

Conc Units Dev(Min)

125,00 ugs/Kg 0,00

00

71

98

ug/Kg ~ 0.00

ug-Kg 0.00
45.,71%

ug/Kg 0.00
43.98%

Qvalue
ug/Kg 100
ug-/Kg 99
ug-Kg 96
ug/Kg# 86
ug/Kg 89
ug/Kg 96

signals summed

Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\INDATAN112513\
Data File : Al1125307.D

Acg On ;25 Nov 2013 11:57 am
Operator

Sample : VSTDO050

Misc . 8260

ALS vial 1 1 Sample Multiplier: 1

Quant Time: Nov 25 12:12:59 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_26.M
Quant Title : 8260 VOLATILES

QLast Update : Mon Nov 25 12:05:47 2013
Response via : Initial Calibration

Abundance TIC: A1126307.0

800000
750000

700000

1.4-Dichlorobenzene-d4,l

?mmummmﬁﬁJ

i
m & p-Xylene,T

650000

o~
LA

600000

550000

500000

450000

400000

1,2,4-Trimethylbenzene, T

350000

300000

Styrene?TXyle“evT

250000

Toluene-d8:foiyene MCT

4-Bromofluorobenzene,S

200000

150000

100000

50000

W Rk 1 T

L2 L A O I

OT]’|‘II|]’[III[IIIblIIItIIII!’L!IIII|II|I|I|II|

Time--> 600 650 700 750 800 850 9.00 950 1000 1050 11.00 1150 12.00

SOIL_26 .M Mon Nov 25 12:13:00 2013 AGl
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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:\MSDCHEMN\1I\DATAN112513\
Al1125308.D
25 Nov 2013 12:29 pm
YSTD100

8260

1 Sample Multiplier: 1

Nov 25 12:47:11 2013

C: \MSDCHEM\1\METHODS\SOIL_.26 .M

8260 VOLATILES
Mon Nov 25 12:05:47 20
Initial Calibration

13

Internal Standards R.T. QIon Response
1) Chlorobhenzene-d5 8,54 82 113737
8) 1,4-Dichlorobenzene-d4 9,94 152 115803
System Monitoring Compounds
2) Toluene-d8 7.57 98 196489 89,
Spiked Amount 100.000 Recovery
9) 4-Bromofluorobenzene 9.26 95 82386 89.
Spiked Amount 100.000 Recovery
Target Compounds
3) Toluene 7.61 91 260644 95,
4) Ethylbenzene 8.55 91 308722 97.
5) m & p-Xylens 8.63 91 502704 198,
6) Styrens 8.93 104 196151 102,
7) o-Xylene 8.90 106 117442 45,
10) 1,2,4-Trimethylbenzene 9.67 105 290119 99,
(#) = qualifier out of range {m) = manual integration (+)

50IL_26.M Mon Nov 25 12:47:11 2013 AGl
Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

ARDL Inc

(Not Reviewed)

125.00 ugrKg 0.00
125.00 ugsKg 0.00

ug-Kg 0.00
89.66%

ug/Kg 0.00
89.32%

Qvalue
ug-Kg 100
ug-Kg 100

ug-/Kg 96
ug-Kg 89
ug-Kg 88
ug-Kg 96

Page: 1
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Quantitation Report

Data Path : C:\MSDCHEM\1\DATAN112513\
Data File : Al1125308.D

Acg On ¢ 25 Nov 2013 12:29 pm
Operator

Sample : VSTD100

Misc v 8260

ALS Vial 1 Sample Multiplier: 1

Quant Time: Nov 25 12:47:11 2013

Quant Method : C:\MSDCHEM\I\METHODS\SOIL_26.M

Quant Title 8260 VOLATILES

QLast Update : Mon Nov 25 12:05:47 2013

Response via : Initial Calibration

(Not Reviewed)
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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\1N\DATAN1 12513\
Al1125309.D

25 Nov 2013 1:00 pm

VSTD150

8260
1 Sample Multiplier: 1

Nov 25 13:21:26 2013

C: \MSDCHEM\1\METHODS\SOIL_26 M
8260 VOLATILES

Mon Nov 25 12:05:;47 2013
Initial Calibration

00

i

(Not Reviewed)

125,00 ug/Kg 0,00
.00

ug/Kg  0.00

ug/Kg 0.00

132.00%
ug-/Kg 0.00
131.94%
Qvalue
ug-/Kg 98
ug-/Kg 99
ug-/Kg 96
ug/Kg# 86
ug-/Kg 89
ug-/Kg 96

Internal Standards R.T. QIon Response
1) Chlorobenzene-d5 8.54 82 113274
8) 1,4-Dichlorobenzene-d4 9.94 152 115282 125
System Monitoring Compounds
2) Toluene-d8 7.5%7 98 288103 132,
Spiked Amount 100.000 Recovery
9) 4-Bromofluorobenzene 9.26 95 121150 131.
Spiked Amount 100.000 Recovery
Target Compounds
3) Toluene 7.61 91 379743 139.
4) Ethylbenzene 8.55 91 457270 145,
5) m & p-Xylene 8.63 91 734316 291.
6) Styrene 8,93 104 278778 146,
7) o-Xylene 8.90 106 173643 67.
10) 1,2,4-Trimethylbenzene 9.67 105 426884 147,
(#) = qualifier out of range (m) = manual integration (+)

JOIL_26 .M Mon
ARDL Inc

Nov 25 13:21:27 2013 AGl

signals summed

Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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Quantitation Report

Data Path : C:\MSDCHEM\1\DATA\112513\
Data File : A1125309.D

Acg On » 25 Nov 2013 1:00 pm
Operator

Sample ¢ VSTD150

Misc : 8260

ALS Vial 1 Sample Multiplier: 1

Quant Time: Nov 25 13:21:26 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_26 .M
Quant Title : 8260 VOLATILES

QLast Update : Mon Nov 25 12:05:47 2013
Response via : Initial Calibration

(Not Reviewed)

Abundance TIC: A1125309.D
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Data Path
Data File
Acqg On
Operator
Sample
Misc

ALS Vial

Quant Time:
Quant Method
Quant Title
QLast Update
Response via

Quantitation Report

C:\MSDCHEM\INDATAN112513\
Al125310.D
25 Nov 2013 1:37 pm

VSTD200

8260
1 Sample Multiplier: 1

Nov 25 13:55:55 2013

C: \MSDCHEM\1\METHODS\SOQIL_26.M
8260 VOLATILES

Mon Nov 25 12:05:47 2013
Initial Calibration

(Not Reviewed)

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

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

andards R.T. QIon
benzene-d5 8.54 82
chlorobenzene-d4 9.94 152
toring Compounds

o-d8 7.57 98
ount 100.000

ofluorobenzene 9,26 95

Spiked Amount 100.000

Target Comp

ounds

103849 125
99740 125

381758 190
Recovery
150825 189
Recovery

.00 ugsKg 0.00
.00 ug-Kg 0.00

.78 ugsKg 0.00

= 190.78%
.86 ugsKg 0.00
= 189.86%
Qvalue
08 ug-Kg 100
43 ug-Kg 99
37 ugsKg 97
71 ugsKg# 84
61 ugsKg 88
69 ug-Kg 94

3) Toluene 7.60 91 465020 186,
4) Ethylbenzene 8.55 91 542325 188.
5} m & p-Xylene 8.63 91 868903 376.
6) Styrene 8.93 104 319238 182,
7) o-Xylene 8.90 106 204410 86 .
10) 1.2,4-Trimethylbenzene 9.67 105 497118 198.
(#) = qualifier out of range (m) = manual integration (+)

JOIL_26 .M Mon Nov 25 13:55:55 2013 AG1
Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

ARDL Inc

= signals summed
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\I\DATA\112513\
Data File : Al1125310.D

Acq On : 25 Nov 2013 1:37 pm
Operator

Sample ¢ VSTD200

Misc ¢ 8260

ALS Vial 1 Sample Multiplier: 1

Quant Time: Nov 25 13:55:55 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_26 .M
Quant Title : 8260 VOLATILES

QLast Update : Mon Nov 25 12:05:47 2013
Response via : Initial Calibration

‘Abundance TIC: A1125310.D
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'

Continuing Calibration Report AGl

Method Path : C:\MSDCHEM\L\METHODS\

Method File : SOIL_27.M
Title ¢ 8260 VOLATILES

Last Update : Mon Nov 25 15:07:55 2013
Response Via : Initial Calibration

CC Data File: Al1125312.D

Min. RRF : 0.000 Min. Rel. Area : 50%
Max. RRF Dev : 20% Max. Rel. Area : 150%
Compound AVgRF CCRF %Dev Area%

11 Chlorobenzene-d5 1.000 1,000 0.0 92
2 8 Toluene-ds8 2.255 2.480 -10.0 1056
3 MCT Toluene 2,939 2.742 6.7 88
4 CT Ethylbenzene 3.469 3.311 4.5 90
5 T m & p-Xylene 2,816 2,648 6.0 88
6 T Styrene 2.100 1.906 9.2 81
7 T o-Xylene 1.320 1.228 6.9 87
8 I 1,4-Dichlorobenzene-d4 1.000 1.000 0.0 95
9 8 4-Bromofluorobenzene 0.912 0.921 -1.0 98
10 T 1.2,4-Trimethylbenzene 3.184 2.950 7.4 89

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

OIL_27.M Mon Nov 25 15:07:57 2013 AGl

ARDL Inc
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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\INDATAN112513\
Al1125312.D
25 Nov 2013 2:40 pm
VSTD100/ICY

8260

1 Sample Multiplier: 1

Nov 25 15:07:46 2013

C ! \MSDCHEM\1\METHODS\SOIL_27 .M

8260 VOLATILES
Mon Nov 25 13:59:03 20
Initial Calibration

13

(Not Reviewed)

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.54 82 104377 125.00 ugsKg 0.00
8) 1,4-Dichlorobenzene-d4 9.94 152 109452 125.00 ugs/Kg 0.00

System Monitoring Compounds
2) Toluene-d8 7.57 98 207119 110.01 ugsKg 0.00
Spiked Amount 100.000 Recovery = 110.01%

9) 4-Bromofluorobenzens 9.26 95 80665 100.98 ug-sKg 0.00
Spiked Amount 100.000 Recovery = 100,98%

Target Compounds Ovalue
3) Toluene 7.60 91 228969 93.30 ugsKg 100
4) Ethylbenzene 8.55 91 276500 95.45 ugsKg 99
5) m & p-Xylene 8.63 91 442154 188.04 ug-Kg 97
6) Styrene 8.93 104 159164 90.78 ug/Kg# 86
7) o-Xylene 8.90 106 102569 93.09 ugsKg 88

10) 1,2,4-Trimethylbenzene 9.67 105 258321 92.65 ugsKg 97

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

JOIT,_27.M Mon Nov 25 15:07:46 2013 AG1
Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEMNINDATAN112513\
Data File : Al1125312.D

Acq On © 25 Nov 2013 2:40 pm
Operator

Sample ' VSTDloo/ICVY

Misc 1 8260

ALS vial 1 Sample Multiplier: 1

Quant Time: Nov 25 15:07:46 2013

Quant Method : C:\MSDCHEMN\I\METHODS\SOIL_27 .M
Quant Title : 8260 VOLATILES

QLast Update : Mon Nov 25 13:59:03 2013
Response via : Initial Calibration

‘Abundance TIC: A1125312.D

1150000
1100000
1050000

1000000

ne;

950000 3

TS P-Xy

900000

850000

800000

Etriglintrereea&ds,|

750000

700000

1,24-Trimethylbenzene, T

650000

600000

1,4-Dichlorobenzene-d4,

650000

Styrene T 0-Xylene,T

600000

TolygngsASMCT

450000

400000

4-Bromofluorobenzene,S

350000

300000

250000

200000

150000

100000

50000

A A A
T

0 LI T A L L L L AL N L L LA AL LR MU LIS N L O T B L ) RO LB

Time--> 600 650 700 750 800 850 900 950 10.00 1050 11.00 1150 12,00 1250 13.00 13.50 14.00

. . Page.: 2
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ARDL Inc

VOLATILE ORGANIC GC/MS TUNING AND MASS CALIBRATION - BROMOFLUOROBENZENE

Lab Name: ARDL, Inc.
Lab Code: —-—-
Lab File ID:

Instrument ID:

Case No.: ———
Al1126302
AG1

5A

Contract; ---
SAS No.: -—- SDG No.:
BFB Injection Date:

BFB Injection Time:

11/26/13
08:43

% RELATIVE

m/e| ION ABUNDANCE CRITERIA ABUNDANCE
501 8.0 - 40.0% of mass 95 14.0
75} 30.0 - 66.0% of mass 95 50.1
95| Base Peak, 100% relative abundance 100.
96 5.0 - 9.0% of mass 95 6.1
173| Less than 2.0% of mass 174 0.01(1)
174} Greater than 50.0% of mass 95 88.3
175 4.0 - 9.0% of mass 174 7.6((1)
1761 Greater than 93.0%, but less that 101.0% of mass 174 98.41(1)
177 5.0 - 9.0% of mass 176 6.8](2)
(1)-value is % mass 174 2-Value is % mass 176

(BFB)

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

EPA SAMPLE NO. LAB LAB DATE TIME
SAMPLE ID FILE ID ANALYZED ANALYZED
1| voa sTD 100 STD A1126303 11/26/13 09:08
2 sPBK 11/26/13 006557-20K1 A1126304 11/26/13 09:41
3 Bk 11/26/13 006557-20B1 A1126305 11/26/13 10:15
4 MAKOOLC 006557-01 A1126306 11/26/13 10:47
5[ Mak002C 006557-02 A1126307 11/26/13 11:15
6| MAKOO4C 006557-03 A1126308 11/26/13 11:42
7[ MAK005C 006557-04 A1126300 11/26/13 12:12
8| MAKOO6C 006557-05 A1126310 11/26/13 12:42
o[ MAK00SC 006557-07 A1126312 11/26/13 13:53
10| MAK009C 006557-08 A1126313 11/26/13 14:21
11[ MAKO10C 006557-09 A1126314 11/26/13 14:49
12| MAKO19C 006557-13 A1126316 11/26/13 15:48
13| MAKO22C 006557-15 A1126317 11/26/13 16:18
14] MAK024C 006557-16 A1126318 11/26/13 16:48
15| MAK025C 006557-17 A1126319 11/26/13 17:18
16| MAK026C 006557-18 A1126320 11/26/13 17:47
17| MAKO027C 006557-19 A1126321 11/26/13 18:15
18{ MAK032C 006557-20 A1126322 11/26/13 18:42
19
20
21
22
page 1 of 1 FORM V V 3/90
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r Data’
Data

Path
File

Acq On
Operator

Sampl
Misc

e

ALS Vial

Integration

Method

Title

Last Updaté

C ! \MSDCHEMN\1\DATAN\112613
Al1126302.D
26 Nov 2013 8:43 am

50 NG BFB

8260

1 Sample Multiplier: 1
File: rteint.p 7

C :\MSDCHEM\1I\METHODS\BFB

BEB

N

SOIL.M

1

1

Timg—>

Abundance

50000

00000

50000

TIC: A1126302.D

0

T

280 300 320 340 360 380 400 420 440 460 480 500 520 540 560 580 600 620 640 6.60

[ B L L U I L B B B N LRI |

LI L L LS L L B B B L

TTE T

Abundance

35000

30000

25000

20000

15000

10000

5000

75

i 1\i 57 " l

Average of 4.686 to 4693 min.: A1126302.D ()
85

| B ?8 ,| 143

174

il

mfz—>

1
30

1 I
IIII|III]I|I|I|I|II|AA

40 50 60 70 8

0 80 100 110 120 130 140

AutoFind: Scans 500, 501, 502; Background Corrected with Scan 491

| Target
| Mass

150

| Rel. to | Lower | Upper | Rel., | Raw | Result
| Mass | Limit% | Limit% | Abn% | Abn | Pass/Fail
| 95 | .8 | 40 | 14.0 | 5156 | PASS

| 95 [ 30 | 66 | 50.1 | 18456 | PASS

| 95 | 100 | 100 | 100.0 | 36824 |  PASS

| 95 | 5 | 9 | 6.1 | 2259 |  PASS

I 174 | o0.00 | 2 | 0.0 | 0 | PASS

| 95 | 50 | 120 | 88.3 | 32509 |  PASS

| 174 | 4 | 9 | 7.6 | 2475 | BASS

| 174 | 93 | 101 | 98.4 | 31978 |  PASS

| 176 | 5 | 9 | 6.8 | 2167 | PASS

BFE&QB%HM Tue Nov 26 08:48:26 2%&%0@%&mba€6557&6558—SeaCucumber—VdaMe5826OB

160

LA N B B M L L L L L L T B LI B

170

L

180
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\verage of 4,686 to 4.693 min.:

50 NG BFB

fodified:subtracted

ARDL Inc

abund,
1029
1298
222
1210
5156
1582
765
1424
1487
1127
2970

mn/z

.10
.10
.10
.10

A1126302.D

abund.
3519
1789
5741
18456
1510
675
660
870
956
919
1323

94,
95,
96.
143,
174,
175.
176.
177.

abund,
4466
36824
2259
196
32509
2475
31978
2167

m/z

abund, -
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Method Path
Method File
Title

Last Update
Response Via

SOIL_27.M
8260 VOLATILES

Initial Calibrat

CC Data File: Al1126303.D

Continuing Calibration Report AGl

C:\MSDCHEMN\1\METHODS\

ion

1,
1,

Tue Nov 26 09:25:52 2013

Area : 50%
Area : 150%

Min., RRF . 0.000 Min. Re
Max., RRF Dev : 20% Max. Re
Compound
I Chlorobenzene-d5

1
2 8 Toluene-d8

3 MCT Toluene

4 CT Ethylbenzens
5 T m & p-Xylene
6 T Styrene

7 T o-Xylene

8 I 1,4-Dichlorobenzene-d4
9 S 4-Bromofluorobenzene
0T 1,2,4-Trimethylbenzene

AvgRF CCRF %Dev  Area%
1.000 1.000 0.0 105
2,255 2.082 7.7 101
2.939 2,717 7.6 99
3,469 3,230 6.9 100
2.816 2.621 6.9 99
2.100 1.904 9.3 93
1.320 1.206 8.6 98
1.000 1.000 0.0 103
0.912 0.833 8.7 97
3.184 2.951 7.3 97

(#) = Out of Range

;OII#QBEMCTUQ Nov 26 09:25:55 20%

3 Al
epor

SPCC's out = 0

umbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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Data Path
Data File
Acg On
Operator
Sample
Misc

ALS Vvial

Quant Time:
Quant Method
Quant Title
QLast Update
Response via

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-

(#) = quali

Quantitation Report

Ci\MSDCHEMN\INDATAN112613\
Al1126303.D
26 Nov 2013 92:08 am
VSTD100

8260

1 Sample Multiplier: 1

Nov 26 09:25:49 2013

C:\MSDCHEM\1\METHODS\SOIL_27.M

8260 VOLATILES
Tue Nov 26 09:22:33 2013
Initial Calibration

. (Not Reviewed)

Conc Units Dev(Min)

125.00 ugs/Kg 0.00
125.00 ugsKg 0.00

ug/Kg 0.00
92.32%

ug-Kg 0.00
91.27%

Qvalue
ug-Kg 99
ug-Kg 98
ugsKg 96
ug/Kg# 85
ug-/Kg 89
ug-Kg 96

andards R, T. QIon Response
benzene-d5 8.54 82 119184
chlorobenzene-d4 9.94 152 119770
toring Compounds

e—d8 7.58 98 198472 92.
ount 100,000 Recovery
ofluorobenzene 9,27 95 79782 91.
ount 100.000 Recovery
ounds

e 7.61 91 259051 92,
enzene 8.55 91 307976 93.
Xylene 8.64 91 499896 186.
e 8.93 104 181500 90,
ne 8.90 106 114982 91.
Trimethylbenzene 9.68 105 282743 92,
fier out of range (m) = manual integration (+)

IOILAQBEMCTUQ Nov 26 09:25:50 20¥%péﬁkumbas6557&6558—SeaCucwnMa—VobMesSZBOB
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Data Path
Data File

Acq On

Operator

Sample
Misc

ALS Vial

Quantitation Report (Not Reviewed)

C:\MSDCHEM\1INDATAN112613\

A1126303.D

26 Nov 2013

VSTD100

8260

1

9:08 am

Sample Multiplier: 1

Quant Time: Nov 26 09:25:49 2013

C:\MSDCHEM\ 1\METHODS\SOIL_27 .M
8260 VOLATILES

Tue Nov 26 09:22:33 2013
Initial Calibration

Quant Method
Quant Title
QLast Update
Response via

(OHSESS
1350000
1300000
12560000
1200000
1150000
1100000
1050000
1000000
950000
800000
850000
800000
750000

700000

600000
550000
500000
450000
400000
350000
300000
250000
200000
150000
100000

50000

650000;

Toluene-d8:Riuene MCT

TIC: A1126303.D

e

Stigio

1,2,4-Trimethylbenzene, T
1 ,4—Dichlorobenzeng-d4,l

StyreneoFXylene,T

4-Bromofluorobenzene,S

A

0

Time-->

SOTIL,_27.M
ARDL Inc

L R

6.00

6.50

7.00

7.50

LS It [ L N I L O L L L L AL O A I L L L ML LN |

800 850 900 950 10.00 1050 11.00 11.50 12.00

Tue Nov 26 09:25:50 2013 AG1

Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

12,50

13.00

LA L I L B N Y R A A |

13.50

14.00
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/96)16 A xwo

Notebook No.

3317

Continued from Page

fcun Methd = SOIL.N S [LFTSTD 4 Y040]
Uk = BEASOIL. L |En=TIf
,_,f,{ lrs le) @llﬂ 0g. 34
Ouuatk | Ml = SOILT D1,
1A A1125301.d 0. FLUS
2 1 A1125302d O. 50 NG BFB(?uL ¥04§5) - Fail
3 1 A1125303.d O. 50 NG BFB L1 Payy 143am
4 1 A1125304d 0. VSTDO0O Pasy
S 1 Aled o veTDozs |
| ? 1 AH§538£7323 g: xSTDEI)5O | T Panuy
8 A1125308. . STD100 ~
9 1 A1125300d O. VSTD150 SoIL 97
10 1 A1125310d O. VSTD200
11 1 A1125311d 0. FLUSH
B 12 1  A1125312d 0. VSTD100/ICY - Pooy 0
1) 9%
81D Swr || T iy
Xo4a! X040 4903
\J%ﬂWI’) 51 Bul 05ul 05
0951 | | 1 l
Oéo 2 Ui
oo | | Y Y
120 1 lo
200 | |1 § 4
TV =] Sul- X401 Yul- X090 | Gul-X 0406
Dnly ;Jﬂrmio\ugbjaompawm Toluene, | ethyllenzene] mip-Kylend,
Djﬂi( v 0= Kylend 19U Tinethyl boveene
levaluabed '
] Continued on Page
Read and Understood By ’
- 53£%d u %g%hé_— ?%:d #@/%;ée/ ‘
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Notebook No. fj 3 § Z 5

PROJECT l\glﬂ! |5 A(j l % (J \QO Continued from Page
- I
T TS i e 1]
T = fL)P%SO(L =|71¥ U wl— Sl = ¥090%-
Tl s N Al (0 124
I'4
(k| Murd =- &ML_;N
|1+ A1126301.d 0. FLUSH 8260
A1126302.d 0. 50 NG BFB(Jul - xmm) Parry 9 Y3am 8260
1 | A1126303.d 0. VSTD100 (lla,t Xo906) 8260
||| A1126304.d 0. LCS (5ul- Ypg06) Pasy 8260
A1126305.d 0. VSTDO0O Pavy 8260
11 A1126306.d 0. 006557-01 8260 MAKO001C 2.0G °
A1126307.d 0. 006557-02 8260 MAKO002C 2.0G
A1126308.d 0. 006557-03 8260 MAK004C 2.0G
A1126309.d 0. 006557-04 N 8260 MAKO05C 2.0G
A1126310.d 0. 006557-05 8260 MAKOO06C 2.0G
A1126311d 0. 006557-06 Mo T[S- L@ 8260 MAKOO7C 2.0G
A1126312.d 0. - 006557-07 fovy 8260 MAKO008C 2.0G
A1126313.d 0. 006557-08 8260 MAKO009C 2.0G |
A1126314.d 0. 006557-09 8260 MAKO10C 2.0G .
A11263156.d 0. 006557-12 Areas L. - e 8260 MAKO018C 2.0G
A1126316.d 0. 006557-13 fasr” 8260 MAK019C 2.0G
A1126317.d 0. 006557-15 8260 MAKO022C 2.0G
A1126318.d 0. 006557-16 8260 MAK024C 2.0G
A1126319.d 0. 006557-17 8260 MAK025C 2.0G
A1126320.d 0. 006557-18 8260 MAKOZGC/Z.OG
A1126321.d 0. 006557-19 8260 MAKO027C 2.0G
‘ A1126322.d 0. 00655720 ~A- [Ar) 8260 MAKO032C 2.0G
//
/
/
\Of \
Pl
p uw
/‘//
//
: s
4
N Continued on Page
Read and Understood By
o 2 Oy 0 2/ 02
" signed Date Signed Date
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ARDL Inc

Blank / Field Sample / QC Data

Sample Results

Chromatogram

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

Tentatively Identified Compounds (If required)

Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

Rev. 1.1
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ARDL,
400 Aviation Drive;

Mt. Vernon,

Lab Report No: 006557

INC.

Illinois 62864

Report Date:

P.O. Box 1566

12/03/2013

Project Name: MAKAU MILITARY RES O

Project No.:

Analytical Method:

Analysis: VOLATILES,

8260B

GC/MS (8260)

| |
| |
| NELAC Certified - IL100308 Prep Method: 5030A |
| |
| Field ID: NA ARDL Lab No.: 006557-20K1 |
| Desc/Location: NA Lab Filename: Al1126304
| sample Date: NA Received Date: NA
| Sample Time: NA Prep. Date: 11/26/2013 |
| Matrix: QC Material Analysis Date: 11/26/2013 |
| Amount Used: 2 g Instrument ID: AGl
| Final Volume: 5 mL QC Batch: 1203JFSW |
| % Moisture: NA Level: LOW
| |
| Method Reporting Data
| Parameter Limit Limit Result  Flag Units [
I |
| Toluene 2.5 12.5 91.6 UG/KG |
| Ethyl Benzene 2.5 12.5 94 .4 UG/KG |
| m & p-Xylene 5 25 185 UG/KG
| Styrene 2.5 12.5 96.2 UG/KG |
| o-Xylene 2.5 12.5 94.3 UG/KG
| 1,2,4-Trimethylbenzene 2.5 12.5 92 UG/KG |
I |
| SURROGATE RECOVERIES: Limits Results |
| Toluene-ds 50-150 99% |
| 4-Bromofluorobenzene 50-150 96% |
|

|

Surrogate recoveries marked with

'*! indicates they

Spike Blank for Run 1203JFSW, VOLATILES, GC/MS (8260)

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

are outside standard limits.

Page 1 of 1

Page 103 of 213




» Quantitation Report {Not Reviewed)
Data Path : C:\MSDCHEM\1\DATAN\112613\
Data File : Al1126304.D

Acq On 1 26 Nov 2013 9:41 am

Operator " ,

Sample v EES @wwfb?wkl

Misc . 8260 e it [27ls
ALS vial 1 Sample Multiplier: 1 "

Quant Time: Nov 26 09:58:21 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27 .M
Quant Title : 8260 VOLATILES

QLast Update : Tue Nov 26 09:25:52 2013
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.54 82 116550 125.00 ug/Kg 0.00
8) 1,4-Dichlorobenzene-d4 9,94 152 122706 125,00 ug/Kg 0.00

System Monitoring Compounds

2) Toluens-ds8 7.58 98 208317 99.09 ugsKg 0.00
Spiked Amount 100.000 Recovery = 99.09%
9) 4-Bromofluorobenzene 9.26 95 86006 96.04 ug/Kg 0.00
Spiked Amount 100.000 Recovery = 96.04%
Target Compounds Qvalue
3) Toluens 7.61 91 250938 91.57 ugsKg 100
4) Ethylbenzene 8.55 91 305481 94,44 ug/Kg 100
5) m & p-Xylene 8.64 91 485336 184.84 ug/Kg 96
6) Styrense 8.93 104 188388 96.22 ugs/Kg 88
7) o-Xylene 8.90 106 116038 94,31 ugsKg 90
10) 1,2,4-Trimethylbenzense 9.67 105 287627 92,02 ugsKg 96
(#) = qualifier out of range (m) = manual integration (+) = signals summed

OILARB thcTue Nov 26 09:58:21 2013 AfiNumbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B Paq:%é;e Yoa of 213




Quantitation Report (Not Reviewed)
Data Path : C:\MSDCHEMN\1\DATAN\112613\
Data File : A1126304.D

Acg On v 26 Nov 2013 9:41 am
Operator

Sample v LGS 0{0(05577’020}4(
Misc 1 8260

ALS vVial : 1  Sample Multiplier: 1 %&’ﬁll/ﬁ/’g

Quant Time: Nov 26 09:58:21 2013

Quant Method : C:;\MSDCHEM\I1\METHODS\SOIL_27 .M
Quant Title : 8260 VOLATILES

QLast Update : Tue Nov 26 09:25:52 2013
Response via : Initial Calibration

Abundance TIC: A1126304.D
1300000

1250000
1200000
1150000

1100000
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pXyenet

1050000 3
1000000 4
950000

900000

Etiiplintenzes & s, |

850000

800000
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1,4-Dichiorobenzene-d4,!

600000

Styreng;Xylene,T

550000

500000

Tolueng@iBche MCT

450000

400000

4-Bromofluorobenzene,S

350000

300000

250000

200000

150000

100000

50000

Olllilll'lIIVlllIIIIIIA5|||||I¥IAI|IILIA|IJIIILﬁ|II llll|lAAlljJ}lAllll[llll’llIIIIIIII»III|Il|l[

Time--> 600 650- 700 750 800 850 9.00 950 1000 10.50 11.00 11.50 12.00 1250 13.00 13,50 14.00

' ' D2
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METHOD BLANK REPORT

ARDL, Inc. 400 Aviation Drive; P.0O. Box 1566

Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 12/03/2013
| Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260) |
| Project No.: Analytical Method: 8260B |
| NELAC Certified - IL100308 Prep Method: 5030A 1
| Field ID: NA ARDL Lab No.: 006557-20B1 |
| Desc/Location: NA Lab Filename: Al126305 |
| Sample Date: NA Received Date: NA
| Sample Time: NA Prep. Date: 11/26/2013 |
| Matrix: QC Material Analysis Date: 11/26/2013 |
| Amount Used: 2 g Instrument ID: AG1
| Final Volume: 5 mL QC Batch: 1203JFSW |
| % Moisture: NA Level: LOW |
[ Method Reporting Data |
| Parameter Limit Limit Result  Flag Units |
| Toluene 2.5 12.5 ND UG/KG ]
| Ethyl Benzene 2.5 12.5 ND UG/KG |
| m & p-Xylene 5.0 25.0 ND UG/KG [
| Styrene 2.5 12.5 ND UG/KG ]
| o-Xylene 2.5 12.5 ND UG/KG |
| 1,2,4-Trimethylbenzene 2.5 12.5 ND UG/KG |
| SURROGATE RECOVERIES: Limits Results |
| Toluene-ds 50-150 106% |
| 4 -Bromofluorobenzene 50-150 96%

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

Blank for Run 1203JFSW, VOLATILES, GC/MS (8260)

Page 1 of 1
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Quantitation Report (QT Reviewed)
Data Path : C:\MSDCHEMN\I\DATAN112613\
Data File : Al126305.D
Acg On : 26 Nov 2013 10:15 am
Operator
Sample . veTBeet— Q0psSSTF 208
Misc . 8260
ALS Vial : 2 Sample Multiplier: 1 %bﬁfZ/UZhR
Quant Time: Dec 02 14:54:21 2013
Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27.M
Quant Title : 8260 VOLATILES
QLast Update : Tue Nov 26 09:25:52 2013
Response via : Initial Calibration
Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.54 82 97035 125,00 ug-Kg 0.00
8) 1,4-Dichlorobenzene-d4 9.94 152 105818 125.00 ug-Kg 0.00
System Monitoring Compounds
2) Toluene-d8 7.58 98 185596 106.04 ug-Kg 0.00
Spiked Amount 100.000 Recovery = 106.04%
9) 4-Bromofluorobenzene 9.26 95 74101 95.95 ug-Kg 0.00
Spiked Amount 100.000 Recovery = 95.95%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed
SOIL_27.M Mon Dec 02 14:54:31 2013 AG1 Page: 1
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Quantitation Report (QT Reviewed)

Data Path @ C:\MSDCHEM\1\DATAN\112613\
Data File : Al1126305.D

Acqg On v 26 Nov 2013 10:15 am
Opserator

sample  : vsEBooT P0HsSFE- K|
Misc . 8260

ALS Vial : 2 Sample Multiplier: 1 %§/3/02h3

Quant Time: Dec 02 14:54:21 2013

Quant Method : C:\MSDCHEM\I1\METHODS\SOII_27.M
Quant Title : 8260 VOLATILES

QLast Update : Tue Nov 26 09:25:52 2013
Response via : Initial Calibration

‘Abundance TIC: AT126305.D
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ARDI,, INC.
400 Aviation Drive; P.0O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 12/03/2013

| Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260) |
| Project No.: Analytical Method: 8260B [
[ NELAC Certified - IL100308 Prep Method: 5030A
| |
| Field ID: MAKOOLC ARDL Lab No.: 006557-01
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: Al126306 |
| Sample Date: 09/09/2013 Received Date: 10/23/2013 |
| Ssample Time: 1403 Prep. Date: 11/26/2013 |
| Matrix: TISSUE Analysis Date: 11/26/2013 |
| Amount Used: 2 g Instrument ID:  AGl |
| Final Volume: 5 mL QC Batch: 1203JFSW
| % Moisture: No Moisture Present Level: LOW |
| l
| 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 50-150 100% [
| 4-Bromofluorobenzene 50-150 101%

|

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

Sample 006557-01, VOLATILES, GC/MS (8260) Page 1 of 1
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Quantitation Report (OT Reviewed)

Data Path : C:\MSDCHEM\I\DATAN112613\
Data File : A1126306.D

Acqg On : 26 Nov 2013 10:47 am
Operator

Sample » 006557-01

Misc . 8260 MAKO001C 2.0G

ALS Vial : 1 Sample Multiplier: 1

Quant Time: Dec 02 14:54:51 2013

Quant Method : C;\MSDCHEM\1I\METHODSN\SOIL_27.M
Quant Title : 8260 VOLATILES

QLast Update : Tue Nov 26 09:25:52 2013
Response via : Initial Calibration

Internal Standards R.T, QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.54 82 130416 125.00 ugrsKg 0.00
8) 1,4-Dichlorobenzene-d4 9.94 152 132665 125.00 ugrKg 0.00

System Monitoring Compounds
2) Toluene-d8 7.57 98 234435 99.66 ugsKg 0.00
Spiked Amount 100.000 Recovery = 99.66%

9) 4-Bromofluorobenzene 9.26 95 97528 100.73 ugrKg 0.00

Spiked Amount 100.000 Recovery = 100.73%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed

| . . : 13 AG1 . Page: 1
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Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\1NDATAN112613\
Data File : Al126306.D

Acqg On v 26 Nov 2013 10:47 am
Operator

Sample » 006557-01

Misc : 8260 MAKOO1C 2.0G

ALS vial : 1 Sample Multiplier: 1

Quant Time: Dec 02 14:54:51 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27 .M
Quant Title : 8260 VOLATILES

QLast Update : Tue Nov 26 09:25:52 2013
Response via : Initial Calibration

Abundance TIC: A1126306.D
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 12/03/2013

| Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260) |
| Project No.: Bnalytical Method: 8260B |
| NELAC Certified - IL100308 Prep Method: 5030A |
| I
| Field ID: MAK002C ARDL Lab No.: 006557-02 |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: A1126307 |
| Sample Date: 09/09/2013 Received Date: 10/23/2013 |
| Sample Time: 1227 Prep. Date: 11/26/2013
| Matrix: TISSUE Analysis Date: 11/26/2013 [
| Amount Used: 2 g Instrument ID:  AGl [
| Final volume: 5 mL QC Batch: 1203JFSW |
| % Moisture: No Moisture Present Level: LOW |
! I
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor l
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 |
| |
| SURROGATE RECOVERIES: Limits Results [
| Toluene-ds8 50-150 125% |
| 4-Bromofluorobenzene 50-150 122%

l

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

Sample 006557-02, VOLATILES, GC/MS (8260) Page 1 of 1
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEMNINDATAN112613\
Data File : A1126307.D

Acq On : 26 Nov 2013 11:15 am
Operator

Sample : 006557-02

Misc . 8260 MAKO002C 2.0G

ALS vial : 2 Sample Multiplier: 1

Quant Time: Nov 26 11:32:04 2013

Quant Method : C:\MSDCHEMNINMETHODSNSOIL_27.M
Quant Title : 8260 VOLATILES

QLast Update : Tue Nov 26 09:25:52 2013
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.54 82 99854 125.00 ugrKg 0.00
8) 1,4-Dichlorobenzene-d4 9.94 152 102668 125.00 ugrsKg 0.00

System Monitoring Compounds
2) Toluene-d8 7.57 98 225236 125,05 ug-sKg 0.00
Spiked Amount 100.000 Recovery = 125.05%

9) 4-Bromofluorobsnzene 9.26 95 91061 121,53 ugrKg 0.00

Spiked Amount 100.000 Recovery = 121.53%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed

SOIL_27.M Wed Nov 27 08:35:30 2013 AG1L
DL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEMNINDATAN1I12613N\
Data File : Al1126307.D

Acg On : 26 Nov 2013 11:15 am
Cperator

Sample » 006557-02

Misc ;8260 MAKOO02C 2.0G

ALS Vial 1 2 Sample Multiplier: 1

Quant Time: Nov 26 11:32:04 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27.M
Quant Title : 8260 VOLATILES

QLast Update : Tue Nov 26 09:25:52 2013
Response via : Initial Calibration

Abundance TIC: AT126307D
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 12/03/2013

| 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: MAK004C ARDL Lab No.: 006557-03 [
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: Al1126308 |
| Ssample Date: 09/09/2013 Received Date: 10/23/2013
| sample Time: 1420 Prep. Date: 11/26/2013
| Matrix: TISSUE Analysis Date: 11/26/2013 |
| Amount Used: 2 g Instrument ID: AGL |
| Final Volume: 5 mL QC Batch: 1203JFSW |
| % Moisture: No Moisture Present Level: LOW
l 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
| |
| SURROGATE RECOVERIES: Limits Results |
| Toluene-ds 50-150 109% |
| 4-Bromofluorobenzene 50-150 105%

|

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

Sample 006557-03, VOLATILES, GC/MS (8260) Page 1 of 1
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Quantitation Report (Not Reviewed)

’Data<Path . C:\MSDCHEMNINDATAN112613N\
Data File : Al1126308.D

Acg On : 26 Nov 2013 11:42 am
Operator

Sample : 006557-03

Misc . 8260 MAKO04C 2.0G

ALS vial : 3 Sample Multiplier: 1

Quant Time: Nov 26 11:57:24 2013

Quant Method : C:\MSDCHEM\1\METHODS\SCIL_27.M
Quant Title : 8260 VOLATILES

QLast Update : Tue Nov 26 09:25:52 2013
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.54 82 116518 125.00 ugsKg 0.00
8) 1,4-Dichlorobenzene-d4 9.94 152 126763 125.00 ugsKg 0.00

System Monitoring Compounds
2) Toluene-d8 7.57 98 228105 108,53 ug-Kg 0.00
Spiked Amount 100.000 Recovery = 108.53%

9) 4-Bromofluorobenzene 9.26 95 97367 105.24 ugsKg 0.00

Spiked Amount 100.000 Recovery = 105.24%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed

SOILAR%YL'IMC Wed Nov 27 08:35:31 2 Oﬁgpoﬁ%mbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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Quantitation Report {Not Reviewed)

Data Path : C:\MSDCHEM\INDATANI12613\
Data File : Al1126308.D

Acq On v 26 Nov 2013 11:42 am
Operator

Sample : 006557-03

Misc . 8260 MAKOO0O4C 2.0G

ALS vial : 3 Sample Multiplier: 1

Quant Time: Nov 26 11:57:24 2013

Quant Method : C:\MSDCHEM\1NMETHODS\SOIL_27.M
Quant Title . 8280 VOLATILES

QLast Update : Tue Nov 26 09:25:52 2013
Response via ; Initial Calibration
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 12/03/2013

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

| Project No.: Analytical Method: 8260B |

| NELAC Certified - IL100308 Prep Method: 5030A

| |

| Field ID: MAKO005C ARDL Lab No.: 00655704 |

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: A1126309

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

| Sample Time: 1514 Prep. Date: 11/26/2013 |

| Matrix: TISSUE Analysis Date: 11/26/2013 |

| Amount Used: 2 g Instrument ID:  AGl |

| Final Volume: 5 mL QC Batch: 1203JFSW |

| % 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-ds8 50-150 130% |

| 4 -Bromofluorobenzene 50-150 125% |
|

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

Sample 006557-04, VOLATILES, GC/MS (8260) Page 1 of 1
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEMN\IN\DATAN112613\
Data File : A1126309.D

Acg On ¢ 26 Nov 2013 12:12 pm
Operator

Sample : 006557-04

Misc » 8260 MAKOO5C 2.,0G

ALS vial : 4 Sample Multiplier: 1

Quant Time: Nov 26 13:22:46 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27.M
Quant Title : 8260 VOLATILES

QLast Update : Tue Nov 26 09:25:52 2013
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.53 82 88030 125.00 ug-Kg 0.00
8) 1,4-Dichlorobenzene-d4 9.94 152 92428 125.00 ug-Kg 0.00

System Monitoring Compounds
2) Toluene-d8 7.57 98 206408 129,99 ugsKg 0.00
Spiked Amount 100.000 Recovery = 129,99%

9) 4-Bromofluorobenzene 9.26 95 84412 125.13 ugrsKg 0.00

Spiked Amount 100.000 Recovery = 125.13%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed

30T . :35:32 2013 AG1
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Quantitation Report

Data Path

C ! \MSDCHEM\1\DATAN112613\
Data Filse Al126309.D
Acqg On 26 Nov 2013 12:12 pm
Operator
Sample 00655704
Misc 8260 MAKOO5C 2.0G
ALS Vial 4 Sample Multiplier: 1

Quant Time: Nov 26 13:22:46 2013
Quant Method
Quant Title
QLast Update

Regponse via

8260 VOLATILES

Initial Calibration

Tue Nov 26 09:25:52 2013

C:\MSDCHEM\1\METHCDS\SOIL_27 .M

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

Lab Report No: 006557 Report Date: 12/03/2013

| Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260) |
| Project No.: Analytical Method: 8260B
| NELAC Certified - IL100308 Prep Method: 5030A |
| |
| Field ID: MAK006C ARDL Lab No.: 006557-05 |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: Al1126310
| Sample Date: 09/11/2013 Received Date: 10/23/2013
| Sample Time: 1005 Prep. Date: 11/26/2013 |
| Matrix: TISSUE Analysis Date: 11/26/2013 |
| Amount Used: 2 g Instrument ID: AGl |
| Final Volume: 5 mL QC Batch: 1203J0FSW |
| % Moisture: No Moisture Present Level: LOW
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 50-150 114% |
| 4 -Bromofluorobenzene 50-150 114%

l

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

Sample 006557-05, VOLATILES, GC/MS (8260) Page 1 of 1
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEMNINDATAN112613\
Data File : A1126310.D

Acqg On © 26 Nov 2013 12:42 pm
Operator

Sample : 006557-05

Misc : 8260 MAKOO6C 2.0G

ALS Vial ¢ 5 Sample Multiplier: 1

Quant Time: Nov 26 13:23:01 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27.M
Quant Title : 8260 VOLATILES

QLast Update : Tue Nov 26 09:25:52 2013
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.53 82 104503 125,00 ug-Kg 0.00
8) 1,4-Dichlorcbenzene-d4 9.93 152 109997 125.00 ug-Kg 0.00

System Monitoring Compounds
2) Toluene-ds 7.57 98 215741 114.45 ug-Kg 0.00
Spiked Amount 100.000 Recovery = 114.45%

9) 4-Bromofluorobenzene 9.26 85 91494 113.97 ugsKg 0.00
Spiked Amount 100.000 Recovery = 113.97%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed
OIL 27 .M Wed Nov 27 08:35:33 2013 AGIl .
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\I\DATAN112613\
Data File : Al126310.D

Acqg On : 26 Nov 2013 12:42 pm
Operator

Sample © 006557-05

Misc . 8260 MAKOO06C 2.0G

ALS Vial : B Sample Multiplier: 1

Quant Time: Nov 26 13:23:01 2013

Quant Method : C:\MSDCHEM\1\METHODS\SQIL_27 .M
Quant Title . 8260 VOLATILES

QLast Update : Tue Nov 26 09:25:52 2013
Response via : Initial Calibration

Abundance ' TIC: A1126310.D
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ARDL, INC.

400 Aviation Drive;

Mt, Vernon, Illinois 62864

P.O. Box 1566

Lab Report No: 006557 Report Date: 12/03/2013

| 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: MAKO008C ARDL Lab No.: 006557-07

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: All26312

| sample Date: 09/11/2013 Received Date: 10/23/2013

| sample Time: 1115 Prep. Date: 11/26/2013 |

| Matrix: TISSUE Analysis Date: 11/26/2013 |

| Amount Used: 2 g Instrument ID:  AGl |

| Final Volume: 5 mL QC Batch: 1203JFSW

| % Moisture: No Moisture Present Level: LOW

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 50-150 110% ]

| 4-Bromofluorobenzene 50-150 101% |
|

Surrogate recoveries marked with '#*!'

Sample 006557-07, VOLATILES, GC/MS (8260)

indicates they are outside standard limits.

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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Quantitation Report (Not Reviewed)

Data Path @ C:\MSDCHEMNINDATAN112613\
Data File : Al126312.D

Acgq On : 26 Nov 2013 1:53 pm
Operator

Sample © 006557-07

Misc . 8260 MAKOOS8C 2.0G

ALS Vial : 7 Sample Multiplier: 1

Quant Time: Nov 26 14:08:23 2013

Quant Method : C:\MSDCHEMN1N\METHODS\SOIL_27.M
Quant Title : 8260 VOLATILES

QLast Update : Tue Nov 26 09:25:52 2013
Response via : Initial Calibration

Internal Standards R.,T. QIon Response Conc Units Dev({Min}
1) Chlorobenzene-d5 8.53 82 96961 125.00 ug-Kg 0.00
8) 1,4-Dichlorobenzens-d4 9.94 152 98037 125.00 ug-Kg 0.00

System Monitoring Compounds
2) Toluene-d8 7.57 98 192449 110.04 ug-sKg 0.00
Spiked Amount 100.000 Recovery = 110.04%

9) 4-Bromofluorobenzene 9.26 95 72291 101.03 ug-Kg 0.00

Spiked Amount 160.000 Recovery = 101.03%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed

= . : : . age: 1
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Quantitation Report (Not Reviewed)

Data Path ! C:\MSDCHEM\I\DATAN112613\
Data File : Al1126312.D

Acq On : 26 Nov 2013 1:53 pm
Operator

Sample » 006557-07

Misc © 8260 MAKOO08C 2,0G

ALS Vial 7 Sample Multiplier: 1

Quant Time: Nov 26 14:08:23 2013

Quant Method : C:\MSDCHEM\1\METHODS\SQIL_27.M
Quant Title : 8260 VOLATILES

QLast Update : Tue Nov 26 09:25:52 2013
Response via : Initial Calibration
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400 Aviation Drive;
Mt. Vernon,

Lab Report No: 006557

ARDL, INC.
P.O. Box 1566
Illinois 62864
Report Date: 12/03/2013

| 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: MAK009C ARDL Lab No.: 006557-08

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: A1126313

| sample Date:  09/11/2013 Received Date:  10/23/2013 |

| sample Time: 1126 Prep. Date: 11/26/2013

| Matrix: TISSUE Analysis Date:  11/26/2013

| Amount Used: 2 g Instrument ID: AGl

| Final Volume: 5 mL QC Batch: 1203JFSW [

| % Moisture: No Moisture Present Level: LOW |

| I

| Method Reporting Data Dilution |

| Parameter Limit Limit  Result Flag Units Factor [

I 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 50-150 113%

| 4-Bromofluorobenzene 50-150 113%

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

Sample 006557-08, VOLATILES, GC/MS (8260)

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEMNINDATAN112613\
Data File : All26313.D

Acqg On : 26 Nov 2013 2:21 pm
Operator

Sample : 006557-08

Misc : 8260 MAKOO09C 2.0G

ALS Vial : 8 Sample Multiplier: 1

Quant Time: Nov 26 14:48:54 2013

Quant Method : C:\MSDCHEM\1N\METHODSN\SOIL_27 .M
Quant Title : 8260 VOLATILES

QLast Update : Tue Nov 26 09:25:52 2013
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.53 82 104935 125.00 ug-Kg 0.00
8) 1,4-Dichlorobenzene~d4 9.94 152 108202 125,00 ug/Kg 0.00

System Monitoring Compounds
2) Toluene-ds 7.57 98 213459 112,78 ug-Kg 0.00
Spiked Amount 100,000 Recovery = 112.,78%

9) 4-Bromofluorobsnzene 9.26 95 89467 113.29 ug-Kg 0.00
Spiked Amount 100.000 Recovery = 113.29%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed
SOIL_27 .M Wed Nov 27 08:35:37 2013 AG1 Page: 1
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Quantitation Report (Not Reviewed)

'

Data Path : C:\MSDCHEM\INDATAN112613\
Data File : Al126313.D

Acg On © 26 Nov 2013 2:21 pm
Operator

Sample © 006557-08

Misc . 8260 MAKOOSC 2.0G

ALS Vial : 8 Sample Multiplier: 1

Quant Time: Nov 26 14:48:54 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27 .M
Quant Title : 8260 VOLATILES

QLast Update : Tue Nov 26 09:25:52 2013
Resgponse via : Initial Calibration
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ARDI,, INC.
400 Aviation Drive; P.0O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 12/03/2013

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

| Project No.: Analytical Method: 8260B |

[ NELAC Certified - IL100308 Prep Method: 5030A ]

| |

| Field ID: MAKO10C ARDL Lab No.: 006557-09

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: All26314

| Sample Date: 09/13/2013 Received Date: 10/23/2013

| Sample Time: 1128 Prep. Date: 11/26/2013

| Matrix: TISSUE Analysis Date: 11/26/2013 |

| Amount Used: 2 g Instrument ID:  AGlL

| Final Volume: 5 mL QC Batch: 1203JFSW |

| % 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 |

I |

| SURROGATE RECOVERIES: Limits Results |

| Toluene-ds 50-150 110%

| 4-Bromofluorobenzene 50-150 106% |
|

|

Surrogate recoveries marked with '*'

Sample 006557-09, VOLATILES, GC/MS (8260)

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

Data Path : C:\MSDCHEMN\1\DATAN112613\
Data File : All126314.D

Acg On © 26 Nov 2013 2:49 pm
Operator

Sample : 006557-09

Misc . 8260 MAKO10C 2.0G

ALS Vial : 9 Sample Multiplier: 1

Quant Time: Nov 26 15:06:06 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27.M
Quant Title : 8260 VOLATILES

QLast Update : Tue Nov 26 09:25:52 2013
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzens-d5 8.53 82 112574 125.00 ugsKg 0.00
8) 1,4-Dichlorobenzene-d4 9.94 152 118897 125.00 ugsKg 0.00

System Monitoring Compounds
2) Toluene-ds8 7.57 98 222513 109.58 ug/Kg 0.00
Spiked Amount 100.000 Recovery = 109.58%

9) 4-Bromofluorobenzene 9.26 95 92270 106.33 ugsKg 0.00

Spiked Amount 100.000 Recovery = 106.33%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed

SOIL_27 .M Wed Nov 27 08:35:38 2013 AGL
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEMN\1\DATAN112613\
Data File : Al1126314.D

Acg On v 26 Nov 2013 2:49 pm
Operator

Sample © 006557-09

Misc © 8260 MAKO10C 2.0G

ALS Vvial : 9 Sample Multiplier: 1

Quant Time: Nov 26 15:06:06 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27.M
Quant Title : 8260 VOLATILES

QLast Update : Tue Nov 26 09:25:52 2013
Response via : Initial Calibration
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ARDL, INC.

400 Aviation Drive;

Mt. Vernon, Illinois 62864

P.O. Box 1566

Lab Report No: 006557 Report Date: 12/03/2013

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

| Project No.: Analytical Method: 8260B |

[ NELAC Certified - IL100308 Prep Method: 5030A |

| |

| Field ID: MAK019C ARDL Lab No.: 006557-13

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: All26316

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

| Sample Time: 0915 Prep. Date: 11/26/2013 |

| Matrix: TISSUE Analysis Date: 11/26/2013

| Amount Used: 2 g Instrument ID:  AGl |

| Final Volume: 5 mL QC Batch: 1203JFSW |

| % 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/KaG 1

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

I |

| SURROGATE RECOVERIES: Limits Results

| Toluene-d8 50-150 115% |

| 4-Bromofluorobenzene 50-150 105% |
I

Surrogate recoveries marked with '*!'

Sample 006557-13, VOLATILES, GC/MS (8260)

indicates they are outside standard limits.
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Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\1\DATAN112613\
Data File : Al126316.D

Acg On © 26 Nov 2013 3:48 pm
Opserator

Sample » 006557-13

Misc © 8260 MAKO019C 2.0G

ALS vial . 11 Sample Multiplier: 1

Quant Time: Dec 02 14:55:45 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27.M
Quant Title : 8260 VOLATILES

QLast Update : Tue Nov 26 09:25:52 2013
Response via : Initial Calibration

Internal Standards R.T. QIon Responge Conc Units Dev(Min)
1) Chlorobenzene-d5 8.53 82 76950 125.00 ugsKg -0.01
8) 1,4-Dichlorobenzene-d4 9.94 152 69759 125.00 ugrKg 0.00

System Monitoring Compounds
2) Toluene-ds 7.57 98 159717 115.07 ug-Kg 0.00
Spiked Amount 100.000 Recovery = 115.07%

9) 4-Bromofluorobenzens 9.26 95 53573 105.22 ug-Kg 0.00
Spiked Amount 100.000 Recovery = 105.22%
Target Compounds Qvalue
{#) = qualifier out of range (m) = manual integration {+) = signals summed
SOIL_27.M Mon Dec 02 14:55:52 2013 AGl Page: 1

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B Page 134 of 213




Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEMN\1I\DATAN\112613\
Data File : Al126316.D

Acg On © 26 Nov 2013 3:48 pm
Operator

Sample : 006557-13

Misc © 8260 MAKO19C 2.0G

ALS Vial : 11 Sample Multiplier: 1

Quant Time: Dec 02 14:55:45 2013

Quant Method ; C:\MSDCHEM\1\METHODS\SOIL_27.M
Quant Title : 8260 VOLATILES

QLast Update : Tue Nov 26 09:25:52 2013
Response via : Initial Calibration
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ARDIL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 12/03/2013

| Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260)
| Project No.: Bnalytical Method: 8260B
| NELAC Certified - IL100308 Prep Method: 5030A
| |
| Field ID: MAK022C ARDL Lab No.: 006557-15 |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: All26317
| sample Date: 09/16/2013 Received Date: 10/23/2013
| Sample Time: 1150 Prep. Date: 11/26/2013 |
| Matrix: TISSUE Analysis Date: 11/26/2013
| Amount Used: 2 g Instrument ID: AG1
| Final vVolume: 5 mL QC Batch: 1203JFSW
| % 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 |
ISURROGATE RECOVERIES: Limits Results I
| Toluene-ds 50-150 111%
| 4-Bromofluorobenzene 50-150 112%

I

Surrogate recoveries marked with '*!

Sample 006557-15, VOLATILES, GC/MS (8260)

indicates they are outside standard limits.
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Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\1\DATAN112613\
Data File : Al1126317.D

Acqg On ¢ 26 Nov 2013 4:18 pm
Operator .

Sample » 006557-15

Misc © 8260 MAK022C 2.0G

ALS vial : 12  sample Multiplier: 1

Quant Time: Dec 02 14:56:06 2013

Quant Method @ C:\MSDCHEMN\1\METHODS\SOIL_27 .M
Quant Title . 8260 VOLATILES

QLast Update : Tue Nov 26 09:25:52 2013
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.53 82 88171 125.00 ug-Kg 0.00
8) 1,4-Dichlorobenzene-d4 9.93 152 78354 125.00 ugsKg -0.01

System Monitoring Compounds
2) Toluene-ds 7.57 98 176561 111.02 ugsKg -0.01
Spiked Amount 100.000 Recovery = 111.02%

9) 4-Bromofluorobenzene 9.26 95 63940 111.81 ugsKg 0.00
Spiked Amount 100.000 Recovery = 111.81%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed
SOIL_27.M Mon Dec 02 14:56:13 2013 AG1 Page: 1
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Quantitation Report (OT Reviewed)

Data Path : C:\MSDCHEM\1\DATA\112613\
Data File : Al1126317.D

Acq On © 26 Nov 2013 4:18 pm
Operator

Sample : 006557-15

Misc » 8260 MAKO22C 2.0G

ALS vial 12 Sample Multiplier: 1

Quant Time: Dec 02 14:56:06 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27.M
Quant Title : 8260 VOLATILES

QLast Update : Tue Nov 26 09:25:52 2013
Response via : Initial Calibration
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ARDL, INC.

400 Aviation Drive;

Mt. Vernon, Illinois 62864

P.O. Box 1566

Lab Report No: 006557 Report Date: 12/03/2013
| Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260) |
| Project No.: Analytical Method: 8260B
| NELAC Certified - IL100308 Prep Method: 5030A
| |
| Field ID: MAK024C ARDL Lab No.: 006557-16 |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: Al1126318
| Sample Date: 09/22/2013 Received Date: 10/23/2013 |
| Sample Time: 0830 Prep. Date: 11/26/2013 |
| Matrix: TISSUE Analysis Date: 11/26/2013 |
| Amount Used: 2 g Instrument ID:  AGl
| Final Volume: 5 mL QC Batch: 1203JFSW |
| % Moisture: No Moisture Present Level: LOW |
I l
| 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
| l
| SURROGATE RECOVERIES: Limits Results |
| Toluene-ds 50-150 117% |
| 4 -Bromofluorobenzene 50-150 111% |
l

Surrogate recoveries marked with '*!'

Sample 006557-16, VOLATILES, GC/MS (8260)

indicates they are outside standard limits.
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Data Path
Data File
Acqg On
Operator
Sample
Misc

ALS Vial

Quant Time:
Quant Method
Quant Title
QLast Update
Response via

Quantitation Report

C:\MSDCHEMN\1INDATAN112613\
Al126318.D
26 Nov 2013 4:48 pm

006557-16
8260 MAK024C 2.0G

Sample Multiplier: 1

Nov 27 08:30:23 2013

C:\MSDCHEM\1\METHCODS\SOIL_27 .M
8260 VOLATILES

Tue Nov 26 09:25:52 2013
Initial Calibration

(Not Reviewed)

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.53 82 92598 125.00 ugsKg -0.01
8) 1,4-Dichlorobenzene-d4 9.93 152 91345 125.00 ugsKg -0.01

System Monitoring Compounds
2) Toluene-d8 7.57 98 194657 116.54 ugsKg -0.01
Spiked Amount 100.000 Recovery = 116.54%

9) 4-Bromofluorobenzene 9.25 95 73797 110.69 ugsKg =-0.01

Spiked Amount 100.000 Recovery = 110.69%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed

SOIL_27.M Wed Nov 27 08:35:44 2013 AGl
Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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Data Path

Data Fi
Acg On

Quantitation Report (Not Reviewed)

C:\MSDCHEMN\1INDATAN112613\

le @ Al1126318.D
26 Nov 2013 4:48 pm

Operator

Sample
Misc

ALS Vial

006557-16
8260 MAKO024C 2.0G

13

Sample Multiplier: 1

Quant Time: Nov 27 08:30:23 2013
Quant Method
Quant Title
DLast Update
Responge via

C:\MSDCHEM\1\METHODS\SOIL_27 .M
8260 VOLATILES

Tue Nov 26 09:25:52 2013
Initial Calibration

Abundance

850000

800000

750000

700000

650000

600000

550000

500000

450000

400000

350000

300000

250000

200000

150000

100000

50000

TIC: A1126318.D

1,4-Dichlorobenzene-d4,1

Chlorobenzene-d5,!

Toluene-d8,S

4-Bromofluorobenzene,S

0
Time-->

T T T

i A A .
WIVII1I1IIlI1}IY|1IIW4[1]')Ill|rll¥!r¥lr‘1rvi|\|1IVI!

600 650 700 750 800 850 900 950 1000 10.50 11.00 11.50 12.00
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 12/03/2013
Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260)
Project No.: Analytical Method: 8260B

I |
I l
[ NELAC Certified - IL100308 Prep Method: 5030A |
| |
| Field ID: MAK025C ARDL Lab No.: 006557-17 |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: A1126319
| Sample Date: 09/22/2013 Received Date: 10/23/2013
| Sample Time: 0906 Prep. Date: 11/26/2013 |
| Matrix: TISSUE Analysis Date: 11/26/2013 |
| Amount Used: 2 g Instrument ID:  AGL
| Final Volume: 5 mL QC Batch: 1203JFSW |
| % Moisture: No Moisture Present Level: LOW
| l
| 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-d8 50-150 106% |
| 4-Bromofluorobenzene 50-150 102% |
I

Surrogate recoveries marked with !'*!

Sample 006557-17, VOLATILES, GC/MS (8260)

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

Data Path : C:\MSDCHEM\I1NDATAN112613\
Data File : Al126319.D

Acq On : 26 Nov 2013 5:18 pm
Operator

Sample © 006557-17

Misc . 8260 MAKO025C 2.0G

ALS vial : 14 Sample Multiplier: 1

Quant Time: Nov 27 08:30:29 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27.M
Quant Title : 8260 VOLATILES

QLast Update : Tue Nov 26 09:25:52 2013
Response via @ Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.53 82 102996 125.00 ugsKg -0,01
8) 1,4-Dichlorobenzene-d4 9.93 152 106311 125.00 ugsKg 0.00

System Monitoring Compounds

2) Toluene-d8 7.57 98 197446 106.28 ugsKg -0.01
Spiked Amount 100.000 Recovery = 106.28%
9) 4-Bromofluorobenzene 9.26 35 79108 101.96 ugsKg 0.00
Spiked Amount 100.000 Recovery = 101.,96%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed
SOIL_27 .M Wed Nov 27 08:35:45 2013 AG1 Page: 1
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Data Path
Data File
Acqg On
Operator
Sample
Misc

ALS Vial

Quant Time:
Quant Method
Quant Title
OLast Update
Response via

Quantitation Report

C:\MSDCHEMN\INDATAN112613N\

Al1126319.D
26 Nov 2013

006557-17
8260 MAKO25C 2.0G

5:18 pm

14 Sample Multiplier: 1

Nov 27 08:30:29 2013

C!\MSDCHEM\1\METHODS\SOIL_27.M

8260 VOLATILES

Tue Nov 26 09:25:52 2013
Initial Calibration

{(Not Reviewed)

Abundance

580000

560000

540000

520000

500000

480000

460000

440000

420000

400000

380000

360000

340000

320000

300000

280000

260000

240000

220000

200000

180000

160000

140000

120000

100000

80000

60000

40000

Toluene-d8,S

20000 J

A

Chlorobenzene-d5

4-Bromofluorobenzene,S

TIC: A1126319.D

hlerobenzene-d4,]

1.4.Dich!
4B

T ime--> 6.00
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ARDL, INC.

400 Aviation Drive;

Mt. Vernon, Illinois 62864

P.O. Box 1566

Lab Report No: 006557 Report Date: 12/03/2013

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

| Project No.: Bnalytical Method: 8260B

| NELAC Certified - IL100308 Prep Method: 50304

I |

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

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: Al1126320

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

| Sample Time: 1018 Prep. Date: 11/26/2013

| Matrix: TISSUE Analysis Date: 11/26/2013 |

| Amount Used: 2 g Instrument ID:  AGL

| Final Volume: 5 mL QC Batch: 1203JFSW

| % 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 l

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

| |

| SURROGATE RECOVERIES: Limits Results

| Toluene-ds 50-150 109% |

| 4 -Bromofluorobenzene 50-150 106% |
|

|

Surrogate recoveries marked with '*!

Sample 006557-18, VOLATILES, GC/MS (8260)

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

Data Path : C:\MSDCHEM\NINDATAN112613\
Data File : Al1126320.D

Acq On © 26 Nov 2013 5:47 pm
Operator

Sample : 006557-18

Misc : 8260 MAKO0O26C 2,0G

ALS vial : 15 Sample Multiplier: 1

Quant Time: Nov 27 08:30:34 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27.M
Quant Title . 8260 VOLATILES

QLast Update : Tue Nov 26 09:25:52 2013
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.53 82 99153 125,00 ugsKg -0.01
8) 1,4-Dichlorobenzene-d4 9.93 152 98434 125.00 ugsKg -0.01

System Monitoring Compounds
2) Toluene-d8 7.57 98 195067 109.07 ugsKg -0.01
Spiked Amount 100.000 Recovery = 109.07%

9) 4-Bromofluorohenzense 9.25 95 75838 105.56 ugsKg -0.01

Spiked Amount 100.000 Recovery = 105.56%
Target Compounds Qvalue
{#) = qualifier out of range (m) = manual integration (+) = signals summed

SOIL_27.M Wed Nov 27 08:35:46 2013 AG1
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\1NDATAN112613\
Data File : Al1126320.D

Acq On © 26 Nov 2013 5:47 pm
Operator

Sample v 006557-18

Misc . 8260 MAKO026C 2.0G

ALS vial : 15 Sample Multiplier: 1

Quant Time: Nov 27 08:30:34 2013

Quant Method : C:\MSDCHEMN1\METHODS\SOIL_27.M
Quant Title : 8260 VOLATILES

QLast Update : Tue Nov 26 09:25:52 2013
Response via @ Initial Calibration

Abundance © TICATT26320D0
560000

540000
520000

500000

1e-d4,!

480000

460000

Chilorobenzene-ds,|

440000

H4-Bichiorobenzer

4 4 Dyiater

420000

Toluene-d8,S

400000

380000

360000

340000

320000

4-Bromofluorobenzene,S

300000

280000

260000

240000

220000

200000

180000

160000

140000

120000

100000

80000

60000

40000

20000

A A A A
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ARDL, INC,

400 Aviation Drive;

Mt. Vernon, Illinois 62864

P.O. Box 1566

Lab Report No: 006557 Report Date: 12/03/2013

| 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: MAK027C ARDL Lab No.: 006557-19
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: Al126321
| Sample Date:  09/22/2013 Received Date:  10/23/2013 |
| sample Time: 1140 Prep. Date: 11/26/2013 |
| Matrix: TISSUE Analysis Date: 11/26/2013
| Amount Used: 2 g Instrument ID:  AGL
| Final Volume: 5 mL QC Batch: 1203JFSW
| % Moisture: No Moisture Present Level: LOW |
I l
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor |
I 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
I I
| SURROGATE RECOVERIES: Limits Results
| Toluene-d8 50-150 105% |
| 4 -Bromof luorobenzene 50-150 107%

|

I

Surrogate recoveries marked with '*!

Sample 006557-19, VOLATILES, GC/MS (8260)

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

Data Path : C:\MSDCHEM\INDATAN112613\
Data File : Al1126321.D

Acq On : 26 Nov 2013 6:15 pm
Operator

Sample © 006557-19

Misc . 8260 MAKO27C 2.,0G

ALS vial : 16 Sample Multiplier: 1

Quant Time: Nov 27 08:30:42 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27.M
Quant Title : 8260 VOLATILES

QLast Update : Tue Nov 26 09:25:52 2013
Response via : Initial Calibration

Internal Standards R.T. QIon Regponse Conc Units Dev(Min)
1) Chlorobenzene-d5b 8.53 82 94019 125,00 ugsKg -0,01
8) 1,4-Dichlorobenzene-d4 9,93 152 90699 125.00 ug-Kg -0.01

System Monitoring Compounds
2) Toluene-d8 7.57 98 178430 105.25 ugsKg -0.01
Spiked Amount 100.000 Recovery = 105.25%

9) 4-Bromofluorobenzene 9.25 g5 71096 107.40 ugsKg -0.01

Spiked Amount 160.000 Recovery = 107.40%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed

S0IL_27.M Wed Nov 27 08:35:47 2013 AG1l
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Data Pa
Data Fi
Acg On
Operato
Sample
Misc

ALS Via

Quant T
Quant M

Quantitation Report (Not Reviewed)

th : C:\MSDCHEMNINDATAN112613\
le : Al1126321.D
26 Nov 2013 6:15 pm
r
006557-19
v 8260 MAKO27C 2.0G
1 16 Sample Multiplier: 1

ime: Nov 27 08:30:42 2013
ethod : C:\MSDCHEM\1\METHODS\SOIL_27 .M

Quant Title : 8260 VOLATILES

QLast U
Respons

pdate : Tue Nov 26 09:25:52 2013
e via : Initial Calibration

Abundance

600000

550000

500000

450000

400000

350000

300000

250000

200000

150000

100000

50000

TIC: A1126321.D

Chiorobenzene-d5,|
1.4-Dichlorobenzene-d4,l
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4-Bromofluorobenzene,S
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ARDL, INC.

400 Aviation Drive;

Mt. Vernon, Illinois 62864

P.O. Box 1566

Lab Report No: 006557 Report Date: 12/03/2013

| 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 ID: MAK032C ARDL Lab No.: 006557-20 |

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: A1126322 |

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

| Sample Time: 1210 Prep. Date: 11/26/2013

| Matrix: TISSUE Analysis Date: 11/26/2013 |

| Amount Used: 2 g Instrument ID:  AGl

| Final Volume: 5 mL QC Batch: 1203JFSW

| % 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/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

I |

| SURROGATE RECOVERIES: Limits Results |

| Toluene-ds 50-150 107%

| 4-Bromofluorobenzene 50-150 100% |
|

Surrogate recoveries marked with '*!

Sample 006557-20, VOLATILES, GC/MS (8260)

indicates they are outside standard limits.
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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

Internal St

1) Chloro
8) 1,4-Di

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

andards R.T. QIon Response Conc Units Dev(Min)
benzene-d5 8.53 82 99386 125,00 ugsKg -0.01
chlorobenzene-d4 9.93 152 100691 125.00 ugsKg -0.01
toring Compounds

e—d8 7.57 98 191331 106.73 ugsKg -0.01
ount 100.000 Recovery = 106.73%
ofluorobenzene 9.25 95 73299 99.74 ugsKg -0.01
ount 100.000 Recovery = 99.74%

Target Comp

(#) = quali

Quantitation Report (Not Reviewed)

» CI\MSDCHEMNINDATAN112613N

Al1126322.D
26 Nov 2013 6:42 pm

006557-20
8260 MAKO32C 2.0G
17 Sample Multiplier: 1

Nov 27 08:30:47 2013
C:\MSDCHEM\1\METHODS\SOIL_27 .M
8260 VOLATILES
Tue Nov 26 09:25:52 2013
Initial Calibration

ounds Ovalue

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

SOIL_27 .M Wed Nov 27 08:35:48 2013 AGl
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Quantitation Report (Not Reviewsed)

Data Path : C:\MSDCHEMN1NDATAN112613\
Data File : Al1126322.D

Acg On : 26 Nov 2013 6:42 pm
Operator

Sample © 006557-20

Misc © 8260 MAK032C 2.0G

ALS Vial : 17 Sample Multiplier: 1

Quant Time: Nov 27 08:30:47 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27 .M
Quant Title : 8260 VOLATILES

QLast Update : Tue Nov 26 09:25:52 2013
Response via : Initial Calibration

Abundance TIC: AT126322.D
540000

520000
500000

480000
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Chlorobenzene-d5,1

440000

4.4 Diabl
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Analytical Run Number 7/L

| Calibration Information

Tune Data (If applicable)

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

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

Instrument Logs/Analysis Notebook Pages

Blank / Field Sample / QC Data

Sample Results

Chromatogram

Quant Report (If applicable)

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

Rev. 1.1
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ARDL Inc

Calibration Information

Tune Data (If applicable)

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

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

VOLATILE ORGANIC GC/MS TUNING AND MASS CALIBRATION - BROMOFLUOROBENZENE

5A

Lab Name: ARDL, Inc. Contract: ---
Lab Code: --- Case No.: ——-— SAS No.: —-—- SDG No.: ==~
Lab File ID: Al1127302 BFB Injection Date: 11/27/13
Instrument ID: AG1 BFB Injection Time: 09:05
m/e| ION ABUNDANCE CRITERIA Zéﬁgg;;;f
50 8.0 - 40.0% of mass 95 13.4
75] 30.0 - 66.0% of mass 95 46.0
95 Base Peak, 100% relative abundance 100.
96l 5.0 - 9.0% of mass 95 6.1
173| Less than 2.0% of mass 174 0.0](1)
174} Greater than 50.0% of mass 95 85.0
1751 4.0 - 9.0% of mass 174 8.0](1)
176| Greater than 93.0%, but less that 101.0% of mass 174 96.8( (1)
1771 5.0 - 9.0% of mass 176 6.71(2)
(1) -Value is % mass 174 2-Value is % mass 176

(BFB)

THIS TUNE APPLIES TO THE FOLLOWING SAMPLES, MS, MSD, BLANKS, AND STANDARDS:
EPA SAMPLE NO. ILAB LAB DATE TIME
SAMPLE ID FILE ID ANALYZED ANALYZED
1] VOA STD 100 STD A1127303 11/27/13 09:31
2| SPBK 11/27/13 006558-02K1 Al1127304 11/27/13 10:02
3] BK 11/27/13 006558-02B1 A1127305 11/27/13 10:43
41 MAKOQ7C 006557-06 Al11273006 11/27/13 11:18
5| MAKOl4cC 006557-10 A1127307 11/27/13 11:46
6] MAKO015C 006557-11 A1127308 11/27/13 12:13
71 MAKO18C 006557-12 A1127309 11/27/13 12:44
8| MAK020C 006557-14 Al1127310 11/27/13 13:14
9] MAK032CMS 006557-20MS Al1127311 11/27/13 13:44
10| MAKQO32CMSD 006557-20MD Al127312 11/27/13 14:12
11} MAKO29cC 006558-01 Al1127313 11/27/13 14:39
12| MAKO30C 006558-02 Al127314 11/27/13 15:06
13] MAKO30CMS 006558-02MS Al1127315 11/27/13 15:37
14| MAKO30CMSD 006558-02MD Al127316 11/27/13 16:04
15| MAKO31lcC 006558-03 Al1127317 11/27/13 16:35
16f MAK0Z28C 006558-04 A1127318 11/27/13 17:05
17
18
19
20
21
22
page 1 of 1 FORM V V 3/90
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Data Path
Data File
Acg On
Operator
Sample
Misc

ALS Vial

Integration

Method
Title

Last Update

BFB

C:\MSDCHEMN1INDATAN112713N\
Al127302.D
27 Nov 2013 9:05 am

50 NG BFB

8260

1 Sample Multiplier: 1
File: rteint.p

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

Abundance TIC: A1127302.D
150000
100000
50000
D|||I||I[llkl|lIII|IIIIlll!IIIII!llIIIIliII‘IIl&lllll'lll|lllll|lll)'lIII]IIIIll\}l‘illlllllllllll'll
Time—> 280 300 320 340 360 380 400 420 440 460 4.80 500 520 540 560 580 600 B20 640 B6.60
bun Average of 4.686 to 4.693 min.: A1127302.D (-
35000 174
30000
25000
20000 75
15000
10000
5000
i 37 ) 62 1
E Ul]llllllllll||'l||5,?I'|]“l'||lIlII]III‘II Illll’l|!III]IIIII||II]I)II ll!l'llllllbllll IIIII,ITI]IIIEIDI?llII
mfz—> 30 60 70 SU 100 110 1200 130 140 150 160 170 180 180 200 210
AutoFind: Scans 500, 501, 502; Background Corrected with Scan 491
| Target | Rel, to | Lower | Uppser | Rel. | Raw - | Result |
| Mass | Mass | Limit% | Limit% | Abn% | Abn | Pass/Fail |
| 50 | 95 | 8 | 40 | 13.4 | 5147 |  PASS |
75 95 | 30 | 66 | 46.0 | 17614 |  PASS |
| 95 | 95 | 100 | 100 | 100.0 | 38290 |  PASS |
| 96 | 95 | 5 | 9 | 6.1 | 2344 | PASS |
| 173 | 174 | 0.00 | 2 | 0.0 | |  PASS [
| 174 | 95 | 50 | 120 | 85.0 | 32560 | PASS |
| 175 | 174 | 4 | 9 | 8.0 | 2616 |  PASS |
| 176 | 174 | 93 | 101 | 96.8 | 31504 | PASS |
| 177 | 176 | 5 | 9 | 6.7 | 2098 |  PASS |

B : 118
FB%BH: Ir%vé Wed Nov 27 09:11 2 OF%e3p0ﬁ(I;\l]L'meers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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worage of 4.686 to 4.693 min.:

’0 NG BFB

{fodified:subtracted

m/z
36.10

ARDL Inc

abund .
199
1248
1116
168
1225
5147
1794
206
724
1178
1310

A1127302.D

abund, mn/z
1146 88.05
3072 92.10
3247 93,05
1277 94.10
5909 95.10
17614 96,10

1372 174.00
783 175.00
839 176.00
172 177.00

1008 207.20

abund.
1037
1056
1533
4447
38290
2344
32560
2616
31504
2098
167

mn/z

~abund,

Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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Continuing Calibration Report AG1l

Method Path : C:;\MSDCHEM\1\METHODS\

Method File : SOIL_27.M
Title © 8260 VOLATILES

Last Update : Wed Nov 27 09:47:20 2013
Response Via : Initial Calibration

CC Data File: A1127303.D

Min., RRF . 0.000 Min. Rel, Area : 50%
Max. RRF Dev : 20% Max. Rel. Area : 150%

Compound AvgRF CCRF %Dev  Area%
11 Chlorobenzene-d5 1.000 1.000 0.0 107
2 8 Toluene-d8 2,255 2,126 5.7 106
3 MCT Toluene 2.939 2.514 14.4 94
4 CT Ethylbenzense 3,469 3.021 12.9 96
5T m & p-Xylene 2.816  2.447 13.1 95,
6 T Styrene 2.100 1.885 10.2 94
7 T o-Xylene 1.320 1.148 13.0 95
8§ I 1,4-Dichlorobenzene-d4 1.000 1.000 0.0 109
9 S 4-Bromofluorobenzens 0.912 0.828 9.2 102
10 T 1.2,4-Trimethylbenzene 3.184 2.712 14.8 95

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

QIL_27.M Wed Nov 27 09:47:21 2013 AG1

ARDL Inc
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Quantitation Report

Data Path C:\MSDCHEMN1INDATAN112713\
Data File Al127303.D

Acg On 27 Nov 2013 9:31 am
Operator

Sample VSTD100

Misc 8260

ALS Vial 1 Sample Multiplier: 1

Quant Time:

Quant Method
Quant Title
QLast Update
Response via

Nov 27 09:47:17 2013

C:\MSDCHEM\1\METHODS\SOIL_27.M

8260 VOLATILES

Wed Nov 27 09:41:26 2013

Initial Calibration

Internal Standards

1) Chlorobenzene-d5
8) 1.4-Dichlorobenzene-d4

System Monitoring Compounds
2) Toluene-d8

Spiked Amount 100.000
9) 4-Bromofluorobenzene
Spiked Amount 100.000

Target Compounds
3) Toluene
Ethylbenzens

R. T, QIon
8.54 82
9.94 152
7.58 98
9.27 95
7.61 91
8.55 91
8.64 91
8.93 104
8.90 106
9.68 105

122064
126753

207575 94.

Recovery

83956 a0,

Recovery

245529 85.
294990 87.
477964 173.

184104 89.
112135 87.
275052 85,

(Not Reviewed)

125.00 ugs/Kg 0.00
125.00 ug/Kg 0.00

ug/Kg 0.00
94.28%

ug-/Kg 0.00
90.75%

Qvalue
ug-/Kg 100
ug-Kg 929
ug-/Kg 96
ug/Kg 90
ug-Kg 91
ug-Kg 96

)
5) m & p-Xylene
6) Styrene
7) o-Xylene
10) 1,2,4-Trimethylbenzene
(#) = qualifiser out of range (m) =

manual integration (+)

OIL._27.M Wed Nov 27 09:47:17 2013 AG1
Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\INDATAN112713\
Data File : Al127303.D

Acqg On : 27 Nov 2013 9:31 am
Operator

Sample : VSTD100

Migc : 8260

ALS Vial 1 Sample Multiplier: 1

Quant Time: Nov 27 09:47:17 2013

Quant Method : C:\MSDCHEMN1I\METHODS\SOIL_27.M
Quant Title : 8260 VOLATILES

QLagt Update : Wed Nov 27 09:41:26 2013
Regponge via : Initial Calibration

‘Abundance : TIC: A1127303.D
1350000

1300000
1250000
1200000

1150000 a

m & p-Xylene, T

1100000

1050000

Etl

1000000

1,4-Dichlorobenzene-d4,]

950000

900000

850000

800000

750000

1,2,4-Trimethylbenzene, T

700000

650000

600000

550000

Styrene, TO-Xylene.T

500000

ToluengsifSe, MCT

450000

4-Bromofluorobenzene, S

400000

350000

300000

250000

200000

150000

100000

50000

oI‘ill\rl‘llllll!llI||l|IlllAllllllllllllﬁll'llllIIIII\III’AIIlII'II&llrllIIIIII|IIII]

Time--> 600 650 7.00 750 800 850 900 950 1000 1050 11.00 11,50 1200 1250 13.00 1350 14.00

SOTL_27 .M Wed Nov 27 09:47:17 2013 AGl Page: 2
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PROJECT LL, MA_ AGH

0

Notebook No.

Continued from Page

R— e
i TN ooﬂ' SO L GHul-LESTD- KO0
ALz BEBSDIL. I =TTy Ul Sthrd - KOA0G
[ZAMON = Nlb 5|¢) Q 5#
o W]m Wfd:: SO0
A1127301.d 0. FLUSH 8260
A1127302d 0. 50 NG BFB(}ul- X0401) Py @:0Sam) 8260
A1127303.d 0. VSTD100 #ul-XpH0§) Pary 8260
A1127304d 0. LCS (Bul-¥0904) Pory 8260
JA1127305.d 0. VSTDOO0O - Povy’ 8260
A1127306.d O. 006557-06 8260 MAK007C 2.0G
A1127307.d 0. 006557-10 8260 MAK014C 2.0G
A1127308.d 0. 006557-11 8260 MAK015C 2.0G
A1127309.d 0. 006557-12 8260 MAKO18C 2.0G
A1127310d 0. 006557-14 8260 MAKO020C 2.0G
A1127311d 0. 006557-20MS (5ul-Ko90L Pass (») 8260 MAKO32CMS 2.0G
A1127312d 0. 006557-20MD L Pass (¢y 8260 MAKO32CMSD 2.0G
A1127313d 0. 006558-01 P{»/ 8260 MAK029C 2.0G
A1127314d 0. 006558-02 (Ag 8260 MAKO030C 2.0G’
A1127315d 0. 006558-02MS(5ul- Xots) 1455 (#) 8260 MAKO30CMS 2.0G
A1127316d 0. 006558-02MD L Pass (C) 8260 MAKO30CMSD 2.0G
A1127317d 0. 006558-03 fagy 8260 MAK031C 2.0G
A1127318d 0. 006558-04 8260 MAKO028C 2.0G
A1127319.d 0. 006556-01 @) 8260 MAKO070 2.0G
A1127320d 0. 006556-02 8260 MAK0220 2.0G
A1127321d 0. 006556-03 + 8260 MAK0230 2.0G
A1127322d 0. 006556-04 T# -LE 8260 MAK0240 2.0G
A1127323.d 0. 006556-01MS (5ul-X0qpe) Fass (B) 8260 MAKOO7OMS 2.0G
A1127324d 0. 006556-01MD fass (¢) 8260 MAKOO7OMSD 2.0G
A1127325d 0. VSTD100 Yful-X09§) Povy ¥:2kpm 8260
A1127326d 0. VSTD100 Nt evaluated 8260 '
MATYA
n\zﬂ\]
//
B vt
K
// GContinued oh Page
Read and Understood By
d )12 0, =
Signed Date Signed Date
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ARDL Inc

Blank / Field Sample / QC Data

Sample Results

Chromatogram

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

Tentatively ldentified Compounds (If required)
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Lab Report No:

ARDL,

400 Aviation D
Mt. Vernon,

006558

INC.
rive;

Illinois

Report

P.O. Box 1566

62864

Date:

12/03/2013

Project Name:

MAKAU MILITARY RES O

Analysis: VOLATILES, GC/MS (8260)

l
! Project No.: Analytical Method: 8260B ]
| NELAC Certified - IL100308 Prep Method: 5030A

I
} Field ID: NA ARDL Lab No.: 006558-02K1
| Desc/Location: NA Lab Filename: A1127304 |
| Sample Date: NA Received Date: NA
| Sample Time: NA Prep. Date: 11/27/2013
| Matrix: QC Material Analysis Date: 11/27/2013 1
| Amount Used: 2 g Instrument ID:  AGl
| Final Volume: 5 mL QC Batch: 1203JFSX
| % Moisture: NA Level: LOW |
I I
| Method Reporting Data |
| Parameter Limit Limit Result Flag Units |
| I
| Toluene 2.5 12.5 90.9 UG/KG
| Ethyl Benzene 2.5 12.5 94.5 UG/KG
| m & p-Xylene 5 25 186 UG/KG
| Styrene 2.5 12.5 98.3 UG/KG
| o-Xylene 2.5 12.5 94.1 UG/KG
| 1,2,4-Trimethylbenzene 2.5 12.5 91.4 UG/KG
| |
| SURROGATE RECOVERIES: Limits Results I
| Toluene-ds 50-150 103%
| 4-Bromofluorobenzene 50-150 95%

|

Surrogate

recoveries marked with

T

Spike Blank for Run 1203JFSX, VOLATILES, GC/MS (8260)

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

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

Data Path C:\MSDCHEMN\1INDATAN112713\
Data File Al1127304.D

Acgq On 27 Nov 2013 10:02 am
Operator

Sample L%‘(Q@bﬁgg’MK(
Misc . 8260 22/ /7
ALS Vial : 1 Sample Multiplier: 1 E%~IZ<OZ (=

Quant Time; Nov 27 10:19:47 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27 .M
Quant Title : 8260 VOLATILES

QLast Update : Wed Nov 27 09:47:20 2013
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene—d5 8.54 82 113851 125.00 ugsKg 0.00
8) 1,4-Dichlorobenzene-d4 9.94 152 126482 125.00 ugsKg 0.00

System Monitoring Compounds
2) Toluene-d8 7.58 98 212146 103.30 ugsKg 0.00
Spiked Amount 100.000 Recovery = 103.30%

9) 4-Bromofluorobenzens 9.26 95 87851 95.17 ugsKg 0.00
Spiked Amount 100,000 Recovery = 95.17%

Target Compounds Qvalue
3) Toluene 7.61 91 243228 90.86 ugsKg 99
4) Ethylbenzense 8.55 91 298435 94.45 ugrsKg 100
5) m & p-Xylene 8.64 91 477113 186.02 ug-Kg 97
6) Styrene 8.93 104 187983 98,29 ug/Kg 91
7) o-Xylene 8.90 106 113059 94.07 ugrsKg 90

10) 1,2,4-Trimethylbenzens 9.67 105 294318 91.35 ugrKg 96

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

OTLARA MhWed Nov 27 10:19:47 2013 86 L mbers 6557 & 6558 - Sea Cucumber - Volatiles 82608 Paggée 166 of 213




Quantitation Report - (Not Reviewed)

Data Path @ C:\MSDCHEM\1\DATAN\112713\
Data File : Al1127304.D

Acq On v 27 Nov 2013 10:02 am
Operator )

Sample D Les @0é5i§g'0;2 K\
Misc : 8260

ALS vial : 1 Sample Multiplier: 1 B@Q/Ol/ ”/A?

Quant Time: Nov 27 10:19:47 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27 .M
Quant Title : 8260 VOLATILES

QLast Update : Wed Nov 27 09:47:20 2013
Responge via : Initial Calibration

‘Abundance TIC: A1127304.D
6500000

6000000

5500000

5000000

4500000

4000000

3500000

3000000

2500000

2000000

1500000

m & p-Xylene,T

EtiiglivtrermenGds |

1,2,4Trmethylbenzene, T

1000000

1.4-Dichlorobenzene-d4,!

styréiere.T

TrisaRRET

4-Bromofluorobenzene,S

500000

S

————
e

S 11§

L2 L L L N L T

Time--> 600 650 7.00 750 8.00 850 9.00 950 10.00 10.50

SOIL 27 M Wed Nov 27 10:19:48 2013 AG1

A
LA L e L I L B O L B L B

11.00

11.50

T T

12. OO
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Lab Report No:

ARDL,

METHOD BLANK REPORT

Inc.
Mt. Vernon,

006558

400 Aviation Drive;

Illinois 62864

Report Date: 12/0

P.0O. Box 1566

3/2013

Project Name:

MAKAU MILITARY RES O

Analysis: VOLATILES, GC/MS (8260)

I |
| Project No.: Analytical Method: 8260B
| NELAC Certified - IL100308 Prep Method: 5030A
I
} Field ID: NA ARDL Lab No.: 006558-02B1
| Desc/Location: NA Lab Filename: A1127305
| Sample Date: NA Received Date: NA
| Sample Time: NA Prep. Date: 11/27/2013
| Matrix: QC Material Analysis Date: 11/27/2013 |
| Amount Used: 2 9g Instrument ID: AGl
| Final volume: 5 mL QC Batch: 12030FSX
| % Moisture: NA Level: LOW
| |
| Method Reporting Data
| Parameter Limit Limit Result Flag Units |
| |
| Toluene 2.5 12.5 ND UG/KG
| Ethyl Benzene 2.5 12.5 ND UG/KG
| m & p-Xylene 5.0 25.0 ND UG/KG
| styrene 2.5 12.5 ND UG/KG
| o-Xylene 2.5 12.5 ND UG/KG
| 1,2,4-Trimethylbenzene 2.5 12.5 ND UG/KG
| |
I SURROGATE RECOVERIES: Limits Results I
| Toluene-ds 50-150 107% |
| 4-Bromofluorobenzene 50-150 103% |
I

Surrogate recoveries marked with

vkt

Blank for Run 1203JFSX, VOLATILES, GC/MS (8260)

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

indicates they are outside standard limits.
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Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\1\DATA\112713\
Data File : A1127305.D

Acqg On ¢ 27 Nov 2013 10:43 am
Operator

Sample . vezpess (YOpHSSE 0G|
Misc ! 8260

ALS vial : 1 Sample Multiplier: 1 Eﬁ3/2/&J(3

Quant Time: Dec 02 14:57:28 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27.M
Quant Title : 8260 VOLATILES

QLast Update : Wed Nov 27 09:47:20 2013
Response via ; Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.54 82 104605 125,00 ug-/Kg 0.00
8) 1,4-Dichlorobenzene-d4 9.94 152 115206 125.00 ug-Kg 0.00

System Monitoring Compounds
2) Toluene-ds8 7.57 98 202518 107 .33 ugsKg 0.00
Spiked Amount 100.000 Recovery = 107.33%

9) 4-Bromofluorobenzene 9.26 95 86692 103.10 ug-Kg 0.00
Spiked Amount 100.000 Recovery = 103.10%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed
SOIL_27 .M Mon Dec 02 14:57:35 2013 AGl Page: 1
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Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEMNINDATAN112713\
Data File : A1127305.D

Acqg On v 27 Nov 2013 10:43 am
Operator

Sample . vsrpeso DDHESH-DA R
Misc : 8260

ALS vVial 1  Sample Multiplier: 1 ?ﬁ&(”g@h}

Quant Time: Dec 02 14:57:28 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27.M
Quant Title : 8260 VOLATILES

QLast Update : Wed Nov 27 09:47:20 2013
Response via : Initial Calibration

Abundance ' TIC: A1127305.D

6000000
5500000

5000000

4500000

4000000

3500000

3000000

2500000

2000000

1500000

1000000

Chlorobenzene-d5,
4-Bromofluorobenzene,S
1,4-Dichlorobenzene-d4,|

Toluene-d8,S

500000

bk

0>|||>!\11||r||yr||11| LA L Lt . L L . L I L R I B L

T l T T
Time--> 6.00 650 700 750 800 850 9.00 9850 1000 1050 11.00 1150 12.00 12.50 13.00 13.50 14.00

SOIL_27.M Mon Dec 02 14:57:35 2013 AGl Page: 2
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ARDL, INC.

400 Aviation Drive:

Mt. Vernon, Illinois 62864

P.0O. Box 1566

Lab Report No: 006557 Report Date: 12/03/2013
| 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: MAKO007C ARDL Lab No.: 006557-06 l
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: Al127306
| Ssample Date: 09/11/2013 Received Date: 10/23/2013 |
| sample Time: 1020 Prep. Date: 11/27/2013 ]
| Matrix: TISSUE Analysis Date: 11/27/2013 |
| Amount Used: 2 g Instrument ID:  AGl |
| Final Volume: 5 mL QC Batch: 1203JFSX
| % 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 |
| I
| SURROGATE RECOVERIES: Limits Results |
| Toluene-as 50-150 119% |
| 4-Bromofluorobenzene 50-150 116% |
|

Surrogate recoveries marked with '*!

Sample 006557-06, VOLATILES, GC/MS (8260)

indicates they are outside standard limits.

Page 1 of 1
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Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\1\DATAN112713\
Data File : Al1127306.D

Acq On : 27 Nov 2013 11:18 am
Operator .

Sample » 006557-06

Misc © 8260 MAKOO7C 2.0G

ALS Vial 1 Sample Multiplier: 1

Quant Time: Dec 02 14:57:56 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27.M
Quant Title : 8260 VOLATILES

QLast Update : Wed Nov 27 13:45:59 2013
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.53 82 97071 125,00 ugsKg 0.00
8) 1,4-Dichlorobenzene-d4 9.94 152 101758 125.00 ug-Kg 0.00

System Monitoring Compounds
2) Toluene-ds 7.7 98 207918 118,75 ugs/Kg  0.00
Spiked Amount 100.000 Recovery = 118,75%

9) 4-Bromofluorobenzens 9.26 95 85924 115.69 ugsKg 0.00
Spiked Amount 100.000 Recovery = 115.69%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed
SOIL_27.M Mon Dec 02 14:58:03 2013 AG1 Page: 1
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Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\1N\DATAN112713\
Data File : A1127306.D

Acqg On © 27 Nov 2013 11:18 am
Operator

Sample : 00655706

Misc : 8260 MAKOO7C 2.0G

ALS Vial 1 Sample Multiplier: 1

Quant Time: Dec 02 14:57:56 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27.M
Quant Title : 8260 VOLATILES

QLast Update : Wed Nov 27 13:45:59 2013
Response via : Initial Calibration

Abundance TIC: AT127306.0
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5600000
5400000
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4800000
4600000
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SOIL_27.M Mon Dec 02 14:58:03 2013 AG1 Page: 2
ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B Page 173 of 213




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

Lab Report No: 006557 Report Date: 12/12/2013

| 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: MAK014C ARDL Lab No.: 006557-10 ]

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: A1127307 |

| Sample Date: 09/13/2013 Received Date: 10/23/2013 |

| Sample Time: 1355 Prep. Date: 11/27/2013

| Matrix: TISSUE Analysis Date:  11/27/2013 |

| Amount Used: 2 g Instrument ID: AG1

| Final Volume: 5 mL QC Batch: 1203JFSX

| % Moisture: No Moisture Present Level: LOW |

l I

| Method Reporting Data Dilution |

| Parameter Limit Limit Result Flag Units Factor |

l }

| Toluene 2.5 12.5 ND UG/KG 1

| Ethyl Benzene 2.5 12.5 ND UG/KG 1

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

| Styrene 2.5 12.5 ND UG/KG 1

| o-Xylene 2.5 12.5 ND UG/KG 1

| 1,2,4-Trimethylbenzene 2.5 12.5 ND UG/XKG 1

l l

| SURROGATE RECOVERIES: Limits Results |

| Toluene-ds 50-150 133%

| 4-Bromofluorobenzene 50-150 122% [
|

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

Sample 006557-10, VOLATILES, GC/MS (8260) Page 1 of 1
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Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEMN1NDATAN112713\

Data File : A1127307.D

Acg On ;27 Nov 2013 11:46 am
Operator

Sample . 006557-10

Misc © 8260 MAKO014C 2.0G

ALS Vial : 2 Sample Multiplier: 1

Quant Time: Dec 02 14:58:30 2013
Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27.M

Quant Title 8260 VOLATILES

QLast Update : Wed Nov 27 09:47:20 2013
Response via : Initial Calibration

Internal Standards

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

System Monitoring Compounds
2) Toluene-d$8
Spiked Amount 100.000
9) 4-Bromofluorobenzene

Spiked Amount 100.000
Target Compounds
(#) = qualifier out of range

8.53 82 73557 125.00 ug-Kg 0.00
9.93 152 81945 125.00 ug-Kg 0.00

7.57 98 176828 133.27 ugsKg 0.00

Recovery = 133.27%

9.26 95 73001 122.06 ug-Kg 0.00
Recovery = 122.06%

Qvalus

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

SOIL_27.M Mon Dec 02 14:58:37 2013 AGl

ARDL Inc
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Quantitation Report (OT Reviewed)

Data Path : C:\MSDCHEMN\1\DATA\112713\
Data File : Al1127307.D

Acg On © 27 Nov 2013 11:46 am
Operator

Sample » 006557-10

Misc . 8260 MAKO1l4C 2.0G

ALS vial : 2 Sample Multiplier: 1

Quant Time: Dec 02 14:58:30 2013

Quant Method : C:\MSDCHEM\1\METHODS\SQIL_27 .M
Quant Title : 8260 VOLATILES

QLast Update : Wed Nov 27 09:47:20 2013
Response via : Initial Calibration

Abundance ‘ TIC: A1127307.D
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ARDL, INC.
400 Aviation Driwve; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 12/03/2013

| 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: MAKO015C ARDL Lab No.: 006557-11
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: Al1127308
| Sample Date: 09/13/2013 Received Date: 10/23/2013 |
| Sample Time: 0958 Prep. Date: 11/27/2013 |
| Matrix: TISSUE Analysis Date: 11/27/2013
| Amount Used: 2 g Instrument ID: AGl |
| Final Volume: 5 mL QC Batch: 1203JFSX |
| % 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
| |
| SURROGATE RECOVERIES: Limits Results
| Toluene-ds 50-150 104%
| 4 -Bromofluorobenzene 50-150 98%

l

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

Sample 006557-11, VOLATILES, GC/MS (8260) Page 1 of 1
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Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEMN\I\DATAN112713\
Data File : Al1127308.D

Acg On v 27 Nov 2013 12:13 pm
Operator

Sample v 006557-11

Misc : 8260 MAKO15C 2.0G

ALS vial : 3 Sample Multiplier: 1

Quant Time: Dec 02 14:58:49 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27 .M
Quant Title : 8260 VOLATILES

QLast Update : Wed Nov 27 12:39:20 2013
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.53 82 110897 125,00 ug-Kg 0.00
8) 1,4-Dichlorobenzene-d4 9.93 152 112990 125.00 ugsKg 0.00

System Monitoring Compounds
2) Toluene-d8 7.57 98 207664 103.82 ug-Kg 0.00
Spiked Amount 100.000 Recovery = 103.82%

9) 4-Bromofluorobenzene 9.26 95 80448 97.55 ug-,Kg 0.00

Spiked Amount 100.000 Recovery = 97.55%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed

SOIL_27 .M Mon Dec 02 14:58:55 2013 AG1
ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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Quantitation Report (QT Reviewed)

Data Path @ C:\MSDCHEMN1INDATAN112713\
Data File : Al127308.D

Acq On © 27 Nov 2013 12:13 pm
Operator !

Sample » 006557-11

Misc . 8260 MAKO15C 2.0G

ALS Vial : 3 Sample Multiplier: 1

Quant Time: Dec 02 14:58:49 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27 .M
Quant Title : 8260 VOLATILES

QLast Update : Wed Nov 27 12:39:20 2013
Response via : Initial Calibration

Abundance TIC: A1127308.D
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ARDL, INC.

400 Aviation Drive;

P.O. Box 1566

Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 12/03/2013

| 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: MAK018C ARDL Lab No.: 006557-12

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: Al1127309

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

| Sample Time: 0905 Prep. Date: 11/27/2013 |

| Matrix: TISSUE Analysis Date: 11/27/2013 |

| Amount Used: 2 g Instrument ID:  AGL

| Final vVolume: 5 mL QC Batch: 1203JFSX |

| % 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

I |

| SURROGATE RECOVERIES: Limits Results

| Toluene-ds 50-150 107% |

| 4 -Bromofluorobenzene 50-150 99% [
l

Surrogate recoveries marked with '*!

Sample 006557-12, VOLATILES, GC/MS (8260)

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

indicates they are outside standard limits.
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Data Path
Data File
Acg On
Operator
Sample
Misc

ALS Vial

Quant Time:

Quant Method
Quant Title
QLast Update
Response via

Internal Standards

Quantitation Report (QT Reviewed)
C:\MSDCHEM\1\DATA\112713\

Al1127309.D

27 Nov 2013 12:44 pm

006557-12
8260 MAKOL18C 2.,0G
4 Sample Multiplier: 1

Dec 02 14:59:08 2013
C:\MSDCHEM\1\METHODS\SOIIL_27 .M
8260 VOLATILES
Wed Nov 27 12:39:20 2013
Initial Calibration

1) Chlorobenzene-d5 8.53 82 93771 125.00 ugsKg 0.00

8) 1,4-Dichlorobenzene-d4 9.94 152 95460 125.00 ug/Kg 0.00
System Monitoring Compounds

2) Toluene-d8 7.57 98 180824 106.91 ugs/Kg 0.00

Spiked Amount 100.000 Recovery = 106.91%

9) 4-Bromofluorobenzene 9.26 95 68737 98.66 ug,Kg 0.00

Spiked Amount 100.000 Recovery = 98.66%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed

SOIL_27.M Mon Dec 02 14:59:15 2013 AGl

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

Page: 1
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Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEMN\INDATAN112713\
Data File : Al1127309.D

Acq On v 27 Nov 2013 12:44 pm
Operator

Sample : 006557-12

Misc 1 8260 MAKO18C 2.0G

ALS vial 4 Sample Multiplier: 1

Quant Time: Dec 02 14:59:08 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27.M
Quant Title : 8260 VOLATILES

QLast Update : Wed Nov 27 12:39:20 2013
Response via : Initial Calibration

Abundance i - TIC: A1127309.D
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ARDL, INC.

400 Aviation Drive;

Mt. Vernon, Illinois 62864

P.0O. Box 1566

Lab Report No: 006557 Report Date: 12/03/2013

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

| Project No.: Analytical Method: 8260B

| NELAC Certified - IL100308 Prep Method: 5030A

| |

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

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: Al1127310 |

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

| sample Time: 1018 Prep. Date: 11/27/2013

| Matrix: TISSUE Analysis Date: 11/27/2013 |

| Amount Used: 2 g Instrument ID:  AGl |

| Final Volume: 5 mL QC Batch: 1203JFSX |

| % 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

| |

| SURROGATE RECOVERIES: Limits Results |

| Toluene-ds 50-150 113%

| 4-Bromofluorobenzene 50-150 109% |
I

Surrogate recoveries marked with '#*

Sample 006557-14, VOLATILES, GC/MS (8260)

indicates they are outside standard limits.

ARDL Inc Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B
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Quantitation Report {OT Reviewed)

Data Path : C:\MSDCHEM\1\DATA\112713\
Data File : Al1127310.D

Acq On . 27 Nov 2013 1:14 pm
Operator .

Sample : 006557-14

Misc . 8260 MAKO20C 2.0G

ALS vial : 5 Sample Multiplier: 1

Quant Time: Dec 02 14:59:35 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL._27.M
Quant Title : 8260 VOLATILES

QLast Update : Wed Nov 27 12:39:20 2013
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.53 82 80317 125.00 ugsKg 0.00
8) 1,4-Dichlorobenzene-d4 9,93 152 75277 125.00 ug-Kg .00

System Monitoring Compounds
2) Toluene-ds 7.57 98 163553 112.89 ug-Kg 0.00
Spiked Amount 100.000 Recovery = 112.8%%

9) 4-Bromofluorobenzene 9.26 95 60010 109.23 ug-Kg 0.00
Spiked Amount 100.000 Recovery = 109.23%
Target Compounds QOvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed
SO0IL_27.M Mon Dec 02 14:59:41 2013 AGl Page: 1
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Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\1I\DATAN\112713\
Data File : Al1127310.D

Acq On . 27 Nov 2013 1:14 pm
Operator

Sample © 006557-14

Misc © 8260 MAKO020C 2.0G

ALS vial : 5 Sample Multiplier: 1

Quant Time: Dec 02 14:59:35 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27.M
Quant Title : 8260 VOLATILES

OLast Update : Wed Nov 27 12:39:20 2013
Response via @ Initial Calibration

Abundance TIC: A1127310.D
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006557 Report Date: 12/03/2013

| 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: MAK032C ARDL Lab No.: 006557-20MS |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: A1127311 |
| Sample Date:  09/23/2013 Received Date: 10/23/2013 |
| Sample Time: 1210 Prep. Date: 11/27/2013 |
| Matrix: TISSUE Analysis Date:  11/27/2013 |
| Amount Used: 2 g Instrument ID:  AGl |
| Final Volume: 5 mL QC Batch: 1203JFSW
[ % Moisture: No Moisture Present Level: LOW ]
I |
| Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor ]
I |
| Toluene 2.50 12.5 96.5 UG/KG 1
| Ethyl Benzene 2.50 12.5 99.5 UG/KG 1
| m & p-Xylene 5.0 25.0 196 UG/KG 1
| Styrene 2.50 12.5 100 UG/KG 1
| o-Xylene 2.50 12.5 99.3 UG/KG 1
| 1,2,4-Trimethylbenzene 2.50 12.5 98.0 UG/KG 1
| !
| SURROGATE RECOVERIES: Limits Results |
| Toluene-ds 50-150 101% |
| 4-Bromofluorobenzene 50-150 98%

|

|

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

Matrix Spike for 006557-20, VOLATILES, GC/MS (8260) Page 1 of 1
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\1\DATAN\112713\
Data File : Al1127311.D

Acg On ¢ 27 Nov 2013 1:44 pm
Operator

Sample : 006557-20MS

Misc . 8260 MAKO032CMS 2.0G

ALS vial : 6 Sample Multiplier: 1

Quant Time: Nov 27 14:04:35 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27 .M
Quant Title : 8260 VOLATILES

QLast Update : Wed Nov 27 13:49:17 2013
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.53 82 104177 125.00 ug-Kg 0.00
8) 1,4-Dichlorobenzene-d4 9.93 152 110961 125.00 ug-sKg 0.00

System Monitoring Compounds
2) Toluene-ds8 7.57 98 189731 100.97 ug-Kg 0.00
Spiked Amount 100.000 Recovery = 100.97%

9) 4-Bromofluorobenzense 9.26 95 79073 97 .64 ugsKg 0.00
Spiked Amount 100.000 Recovery = 97.64%

Target Compounds Ovalue
3) Toluene 7.60 91 236443 96.53 ugsKg 98
4) Ethylbenzene 8.55 91 287722 99.52 ugsKg 99
5) m & p-Xylene 8.63 91 458944 195.55 ug/Kg 96
6) Styrene 8.92 104 175830 100.48 ug-/Kg# 87
7) o-Xylene 8.89 106 109238 99,33 ugsKg 90

10) 1,2,4-Trimethylbenzene 9.67 105 277005 98.00 ug-Kg 97
(#) = qualifier out of range (m) = manual integration (+) = signals summed
SOIL_27 .M Wed Nov 27 14:04:35 2013 AGl Page: 1
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\1\DATAN112713\
Data File : A1127311.D

Acg On : 27 Nov 2013 1:44 pm
Operator

Sample : 006557-20MS

Misc © 8260 MAKO032CMS 2.0G

ALS Vial : 6 Sample Multiplier: 1

Quant Time: Nov 27 14:04:35 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27.M
Quant Title : 8260 VOLATILES

QLast Update : Wed Nov 27 13:49:17 2013
Response via ; Initial Calibration

Abundance © O TICATZ731D
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ARDI,
400 Aviation Drive;
Mt. Vernon, Illinois

INC.

62864

006557 Report Date:

Lab Report No:

P.0O. Box 1566

12/03/2013

MAKAU MILITARY RES O
Analytical Method:
Prep Method:

Project Name:
Project No.:
NELAC Certified - IL100308

8260B
5030A

Analysis: VOLATILES, GC/MS (8260)

|

I

|

|

I Field ID: MAKO032C ARDL Lab No.: 006557-20MD

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: Al1127312

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

| Sample Time: 1210 Prep. Date: 11/27/2013

| Matrix: TISSUE Analysis Date: 11/27/2013

| Amount Used: 2 g Instrument ID:  AGl

| Final Volume: 5 mL QC Batch: 1203JFSW

| % Moisture: No Moisture Present Level: LOW

|

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

| Toluene 2.50 12.5 89.3 UG/KG 1
| Ethyl Benzene 2.50 12.5 92.1 UG/XG 1
| m & p-Xylene 5.0 25.0 181 UG/KG 1
| Styrene 2.50 12.5 92.1 UG/KG 1
| o-Xylene 2.50 12.5 91.2 UG/KG 1
l 1,2,4-Trimethylbenzene 2.50 12.5 87.4 UG/KG 1
l

[SURROGATE RECOVERIES: Limits Results

| Toluene-ds 50-150 103%

| 4 -Bromofluorobenzene 50-150 93%

Surrogate recoveries marked with '*!

Matrix Spike Duplicate for 006557-20, VOLATILES, GC/MS (8260)

ARDL Inc

Report Numbers 6557 & 6558 - Sea Cucumber - Volatiles 8260B

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

Data Path : C:\MSDCHEMN\INDATAN112713\
Data File : Al1127312.D

Acqg On » 27 Nov 2013 2:12 pm
Operator :

Sample © 006557-20MD

Misc © 8260 MAKO32CMSD 2.0G

ALS Vvial : 7 Sample Multiplier: 1

Quant Time: Nov 27 14:27:21 2013

Quant Method : C:\MSDCHEMN\1\METHODS\SOIL_27.M
Quant Title : 8260 VOLATILES

QLast Update : Wed Nov 27 13:49:17 2013
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev{Min)
1) Chlorobenzene-d5 8.53 82 111183 125.00 ugsKg 0.00
8) 1,4-Dichlorobenzene-d4 9.93 152 121881 125.00 ugsKg 0.00

System Monitoring Compounds

2) Toluene-d8 7.57 98 207308 103.37 ug-Kg 0.00
Spiked Amount 100.000 Recovery = 103.37%
9) 4-Bromofluorobenzene 9.26 95 83051 93.36 ug-Kg 0.00
Spiked Amount 100.000 Recovery = 93.36%
Target Compounds Qvalue
3) Toluene 7.60 91 233475 89.31 ug,/Kg 98
4) Ethylbenzene 8.55 91 284282 92.13 ugsKg 100
5) m & p-Xylene 8.63 91 454148 181.32 ugsKg 97
6) Styrene 8.92 104 171924 92.05 ugsKg 89
7) o-Xylene 8.89 106 107087 91.24 ug-Kg 90
10) 1,2,4-Trimethylbenzene 9.67 105 271325 87.39 ugsKg 97
(#) = qualifier out of range (m) = manual integration (+) = signals summed
SOIL_27 M Wed Nov 27 14:27:21 2013 AGl Page: 1
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Quantitation Report (Not Reviewed)

Data Path @ C:\MSDCHEM\1\DATA\112713\
Data File : Al1127312.D

Acg On © 27 Nov 2013 2:12 pm
Operator

Sample » 006557-20MD

Misc . 8260 MAKO032CMSD 2.0G
ALS Vial : 7 Sample Multiplier: 1

Quant Time:; Nov 27 14:27:21 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27.M
Quant Title : 8260 VOLATILES

QLast Update : Wed Nov 27 13:49:17 2013
Response via : Initial Calibration

Abundance h - TIC:A127312D
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ARDL, INC.

400 Aviation Drive;

P.0O. Box 1566

Mt. Vernon, Illinois 62864

Lab Report No: 006558 Report Date: 12/03/2013

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

| Project No.: Analytical Method: 8260B

| NELAC Certified - IL100308 Prep Method: 5030A |

| |

| Field ID: MAK029C ARDL Lab No.: 006558-01 [

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: A1127313 |

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

| Sample Time: 0820 Prep. Date: 11/27/2013 |

| Matrix: TISSUE Analysis Date: 11/27/2013 ]

| Amount Used: 2 g Instrument ID:  AGL |

| Final Volume: 5 mL QC Batch: 1203JFSX |

] % 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

I |

| SURROGATE RECOVERIES: Limits Results |

| Toluene-ds 50-150 100% |

| 4-Bromofluorobenzene 50-150 97% |
|

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

Sample 006558-01, VOLATILES, GC/MS (8260)
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Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEMN\1\DATAN112713\
Data File : A1127313.D

Acq On v 27 Nov 2013 2:39 pm
Operator :

Sample : 006558-01

Misc : 8260 MAKO029C 2.0G

ALS Vial : 8 Sample Multiplier: 1

Quant Time: Dec 02 15:00:14 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27.M
Quant Title : 8260 VOLATILES

OLast Update : Wed Nov 27 13:49:17 2013
Response via : Initial Calibration

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

1) Chlorobenzene-d5 .53 82 113236 125.00 ug-Kg 0.00
8) 1,4-Dichlorobenzene-d4 .93 152 119231 125.00 ug-sKg 0.00

System Monitoring Compounds

2) Toluene-ds8 7.57 98 204615 100.18 ug-Kg 0.00

Spiked Amount 100.000 Recovery = 100.18%

9) 4-Bromofluorobenzene 9.26 95 84022 96.55 ugsKg 0.00

Spiked Amount 100.000 Recovery = 96.55%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed

SOIL_27.M Mon Dec 02 15:00:20 2013 AGl )
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Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\1N\DATAN112713\
Data File : Al1127313.D

Acq On 1 27 Nov 2013 2:39 pm
Operator

Sample : 006558-01

Misc . 8260 MAKO029C 2.0G

ALS Vial : 8 Sample Multiplier: 1

Quant Time: Dec 02 15:00:14 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27.M
Quant Title : 8260 VOLATILES

QLast Update . Wed Nov 27 13:49:17 2013
Response via : Initial Calibration

Abundance ) TIC: A1127313D
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ARDL, INC.

400 Aviation Drive;

Mt. Vernon, Illinois 62864

P.0O. Box 1566

Lab Report No: 006558 Report Date: 12/03/2013
| 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: MAKQO30C ARDI, Lab No.: 006558-02 I
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: A1127314 I
| Sample Date: 09/23/2013 Received Date: 10/23/2013
| Sample Time: 0833 Prep. Date: 11/27/2013
| Matrix: TISSUE Analysis Date: 11/27/2013 |
| Amount Used: 2 g Instrument ID: AG1 |
| Final Volume: 5 mL QC Batch: 1203JFSX |
| % 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 |
l |
|SURROGATE RECOVERIES: Limits Results I
| Toluene-ds 50-150 107% |
| 4-Bromofluorobenzene 50-150 97% |
|

Surrogate recoveries marked with '*!’

Sample 006558-02, VOLATILES, GC/MS (8260)

indicates they are outside standard limits.
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Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\1\DATAN112713\
Data File : A1127314.D

Acq On 1 27 Nov 2013 3:06 pm
Operator

Sample . 006558-02

Misc . 8260 MAKO30C 2.0G

ALS vial : 9 Sample Multiplier: 1

Quant Time: Dec 02 15:00:36 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27.M
Quant Title : 8260 VOLATILES

QLast Update : Wed Nov 27 13:49:17 2013
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.53 82 104507 125.00 ugsKg 0.00
8) 1,4-Dichlorobenzene-d4 9.93 152 113557 125,00 ugsKg 0.00

System Monitoring Compounds
2) Toluene-d8 7.57 98 201593 106.94 ugsKg -0.01
Spiked Amount 100.000 Recovery = 106.94%

9) 4-Bromofluorobenzene 9.26 95 80719 97.39 ugsKg 0.00
Spiked Amount 100.000 Recovery = 97.39%
Target Compounds Qvalue
{(#) = qualifier out of range (m) = manual integration (+) = signals summed
SOIL_27 .M Mon Dec 02 15:00:42 2013 AG1 Page: 1
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Data Path
Data File
Acg On
Operator
Sample
Misc

ALS Vial

Quant Time:
Quant Method
Quant Title
QLast Update
Response via

Quantitation Report

C:\MSDCHEMNINDATAN112713\

Al1127314.D
27 Nov 2013

006558-02
8260 MAKO30C 2.0G

3:06 pm

9 Sample Multiplier:

Dec 02 15:00:36 2013
C \MSDCHEMN\1\METHODS\SOIL_27 .M

8260 VOLATILES

Wed Nov 27 13:49:17 2013
Initial Calibration

{QT Reviewed)

Abundance
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ARDIL,

400 Aviation Drive;
Illinois

Mt. Vernon,

Lab Report No: 006558

Report Date:

INC.
P.O. Box 1566

62864

12/03/2013

Project Name: MAKAU MILITARY RES O

Analysis: VOLATILES, GC/MS (8260)

| I
| Project No.: Analytical Method: 8260B |
| NELAC Certified - IL100308 Prep Method: 5030A

|
{ Field ID: MAKO030C ARDL Lab No.: 006558-02MS
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: A1127315 [
| Sample Date: 09/23/2013 Received Date: 10/23/2013 |
| Sample Time: 0833 Prep. Date: 11/27/2013 |
| Matrix: TISSUE Analysis Date:  11/27/2013 |
| Amount Used: 2 g Instrument ID:  AGl |
| Final Volume: 5 mL QC Batch: 1203JFSX |
| % Moisture: No Moisture Present Level: LOW
I I
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor |
| |
| Toluene 2.50 12.5 95.4 UG/KG 1
| Ethyl Benzene 2.50 12.5 97.4 UG/KG 1
| m & p-Xylene 5.0 25.0 192 UG/KG 1
| Styrene 2.50 12.5 97.1 UG/KG 1
| o-Xylene 2.50 12.5 97.2 UG/KG 1
| 1,2,4-Trimethylbenzene 2.50 12.5 92.4 UG/KG 1
I I
| SURROGATE RECOVERIES: Limits Results
| Toluene-ds 50-150 102%
| 4 -Bromofluorobenzene 50-150 95%

l

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

Matrix Spike for 006558-02, VOLATILES, GC/MS (8260) Page 1 of 1
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Quantitation Report

Data Path C!\MSDCHEMN\1INDATAN112713\
Data File Al1127315.D

Acg On 27 Nov 2013 3:37 pm
Operator

Sample 006558-02MS

Misc 8260 MAKO30CMS 2.0G

ALS Vial 10 Sample Multiplier: 1

Quant Time: Nov 27 15:56:51 2013

Quant Method
Quant Title
QLast Update
Response via

C:\MSDCHEM\1\METHODS\SOIL_27.M

8260 VOLATILES
Wod Nov 27 13:49:17 2013
Initial Calibration

(Not Reviewed)

ug-Kg 0.00
94,99%

Dvalue
ug-Kg 99
ug-Kg 100
ug/Kg 97
ug/Kg 89
ug-Kg 921
ug/Kg 98

signals summed

Internal Standards R.T. QIon Response
1) Chlorobenzene-d5 8.53 82 104736 125,
8) 1,4-Dichlorobenzene-d4 9.93 1582 115067 125.
System Monitoring Compounds
2) Toluene-d8 7.57 98 193347 102,
Spiked Amount 100.000 Recovery
9) 4-Bromofluorobenzene 9.26 95 79771 94,
Spiked Amount 100.000 Recovery
Target Compounds
3) Toluene 7.60 21 234796 95.
4) Ethylbenzens 8.55 91 283135 97.
5) m & p-Xylene 8.63 21 452086 191,
6) Styrene 8.92 104 170900 97.
7) o-Xylene 8.89 106 107493 97.
10) 1,2,4-Trimethylbenzene 9.67 105 270878 92.
(#) = qualifier out of range (m) = manual integration (+) =
SOIL_27.M Fri Nov 29 08:14:09 2013 AGl1
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEMN1NDATAN112713\
Data File : Al1127315.D

Acqg On + 27 Nov 2013 3:37 pm
Operator .

Sample » 006558-02MS

Misc © 8260 MAKO30CMS 2.0G

ALS vial : 10 Sample Multiplier: 1

Quant Time: Nov 27 15:56:51 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27.M
Quant Title : 8260 VOLATILES

QLast Update : Wed Nov 27 13:49:17 2013
Response via : Initial Calibration

Abundance TIC: A11273165D
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ARDL,

400 Aviation Drive;
Illinois

Mt. Vernon,

Lab Report No: 006558

Report Date:

INC.
P.O. Box 1566

62864

12/03/2013

Project Name: MAKAU MILITARY RES O

Analysis: VOLATILES, GC/MS (8260)

l
} Project No.: Analytical Method: 8260B |
| NELAC Certified - IL100308 Prep Method: 5030A |
|
{ Field ID: MAKO030C ARDL Lab No. : 006558-02MD
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: All27316 |
| Sample Date:  09/23/2013 Received Date: 10/23/2013 |
| sample Time: 0833 Prep. Date: 11/27/2013 |
| Matrix: TISSUE Analysis Date: 11/27/2013
| Amount Used: 2 g Instrument ID:  AGl
| Final Volume: 5 mL QC Batch: 1203JFSX |
| % Moisture: No Moisture Present Level: LOW
I |
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor |
| I
| Toluene 2.50 12.5 99.1 UG/KG 1
| Ethyl Benzene 2.50 12.5 101 UG/KG 1
| m & p-Xylene 5.0 25.0 197 UG/KG 1
| Styrene 2.50 12.5 96.0 UG/KG 1
| o-Xylene 2.50 12.5 101 UG/KG 1
| 1,2,4-Trimethylbenzene 2.50 12.5 96.5 UG/KG 1
I |
| SURROGATE RECOVERIES: Limits Results
| Toluene-ds 50-150 109% [
| 4 -Bromofluorobenzene 50-150 99%
l

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

(8260) Page 1 of 1

Matrix Spike Duplicate for 006558-02, VOLATILES, GC/MS
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Data Path
Data File
Acg On
Operator
Sample
Misc

ALS Vial

Quant Time:
Quant Method
Quant Title
QLast Update
Response via

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.53 82 94737 125.00 ug-Kg 0.00
8) 1,4-Dichlorobenzene-d4 9.93 152 101831 125,00 ug-sKg 0.00

System Monitoring Compounds
2) Toluene-ds 7.57 98 186948 109.40 ug-Kg 0.00
Spiked Amount 100.000 Recovery = 109.40%

9) 4-Bromofluorobenzene 9.26 95 73755 99.24 ugrKg 0.00
Spiked Amount 100,000 Recovery = 99.24%

Target Compounds Qvalue
3) Toluene 7.60 91 220693 99.08 ugsKg 100
4) Ethylbenzene 8.55 91 264971 100.78 ugsKg 98
5) m & p-Xylene 8.63 921 420165 196.87 ug-Kg 96
6) Styrene 8.92 104 152821 96.03 ug-Kg 88
7) o-Xylene 8.89 106 100905 100.89 ugsKg 92

10) 1,2,4-Trimethylbenzene 9.67 105 250327 96.50 ug-Kg 97

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

SOIL_27.M Fri

ARDL Inc

Quantitation Report (Not Reviewed)
C . \MSDCHEMN\1INDATAN112713N\

Al1127316.D
27 Nov 2013 4:04 pm
006558-02MD

8260 MAKO30CMSD 2.0G

11 Sample Multiplier: 1

Nov 29 07:59:33 2013
C:\MSDCHEM\1\METHODS\SCIL_27.M
8260 VOLATILES
Wed Nov 27 13:49:17 2013
Initial Calibration

Nov 29 07:59:35 2013 AGl
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\1INDATAN112713\
Data File : Al127316.D

Acqg On : 27 Nov 2013 4:04 pm
Operator

Sampls » 006558-02MD

Misc » 8260 MAKO30CMSD 2.0G

ALS vial : 11 Sample Multiplier: 1

Quant Time: Nov 29 07:59:33 2013

Quant Method : C:\MSDCHEM\1\METHODS\SQIL_27 .M
Quant Title : 8260 VOLATILES

QLast Update : Wed Nov 27 13:49:17 2013
Response via : Initial Calibration

Abundance o TIC: A1127316.D
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ARDIL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006558 Report Date: 12/03/2013

| Project Name: MAKAU MILITARY RES O Analysis: VOLATILES, GC/MS (8260)
| Project No.: Analytical Method: 8260B
| NELAC Certified - IL100308 Prep Method: 5030A |
| |
| Field ID: MAKO031C ARDL Lab No.: 006558-03 |
| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: A1127317
| sample Date:  09/23/2013 Received Date:  10/23/2013 |
| Sample Time: 1050 Prep. Date: 11/27/2013
| Matrix: TISSUE Analysis Date: 11/27/2013 |
| Amount Used: 2 g Instrument ID:  AGl
| Final Volume: 5 mL QC Batch: 1203JFSX |
| % 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 50-150 100%
| 4 -Bromofluorobenzene 50-150 99%

|

Surrogate recoveries marked with '*!

Sample 006558-03, VOLATILES, GC/MS (8260)

indicates they are outside standard limits.

Page 1 of 1
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Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\1\DATAN\112713\
Data File : Al127317.D

Acg On ¢ 27 Nov 2013 4:35 pm
Operator

Sample : 006558-03

Misc © 8260 MAKO31C 2.0G

ALS vial : 12 Sample Multiplier: 1

Quant Time: Dec 02 15:01:13 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27.M
Quant Title : 8260 VOLATILES

QLast Update : Wed Nov 27 13:49:17 2013
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.53 82 102666 125.00 ugsKg 0.00
8) 1,4-Dichlorobenzene-d4 9.93 152 103278 125.00 ugrsKg 0.00

System Monitoring Compounds
2) Toluene-ds 7.57 28 185352 100.09 ugsKg -0.01
Spiked Amount 100.000 Recovery = 100.09%

9) 4-Bromofluorobenzene 9.26 95 74315 98.59 ugsKg 0.00
Spiked Amount 100.000 Recovery = 98.59%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed
SOIL_27.M Mon Dec 02 15:01:19 2013 AG1l Page: 1
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Data Path
Data File
Acg On
Opserator
Sample
Misc

ALS Vial

Quant Timse:
Quant Method
Quant Title
QLast Update
Response via

Quantitation Report

C:\MSDCHEMN1INDATAN112713\
Al127317.D
27 Nov 2013 4:35 pm

006558-03
8260 MAKO31C 2.0G
12 Sample Multiplier: 1

Dec 02 15:01:13 2013

C:\MSDCHEM\1N\METHODSN\SOIL_27 .M

8260 VOLATILES
Wed Nov 27 13:49:17 2013
Initial Calibration

(QT Reviewed)
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ARDL, INC.

400 Aviation Drive;

P.O. Box 1566

Mt. Vernon, Illinoils 62864

Lab Report No: 006558 Report Date: 12/03/2013

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

| Project No.: Analytical Method: 8260B |

| NELAC Certified - IL100308 Prep Method: 5030A

| |

| Field ID: MAK028C ARDL Lab No.: 006558-04

| Desc/Location: MAKAU MILITARY RESERV OAHU Lab Filename: Al127318

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

| sample Time: 1300 Prep. Date: 11/27/2013

| Matrix: TISSUE Analysis Date: 11/27/2013

| Amount Used: 2 g Instrument ID: AGL

| Final Volume: 5 mL QC Batch: 1203JFSX

| % 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 50-150 101% |

| 4 -Bromofluorobenzene 50-150 95% |
|

I

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

Sample 006558-04, VOLATILES, GC/MS (8260)
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Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\1\DATA\112713\
Data File : Al1127318.D

Acg On © 27 Nov 2013 5:05 pm
Operator

Sample » 006558-04

Misc v 8260 MAKO28C 2.0G

ALS vial : 13 Sample Multiplier: 1

Quant Time: Dec 02 15:01:34 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL._27.M
Quant Title : 8260 VOLATILES

QLast Update : Wed Nov 27 13:49:17 2013
Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) Chlorobenzene-d5 8.53 82 102150 125,00 ugsKg 0.00
8) 1,4-Dichlorobenzene-d4 9.93 152 111019 125,00 ugs/Kg 0.00

System Monitoring Compounds
2) Toluene-ds8 7.57 98 186518 101.23 ug-sKg 0.00
Spiked Amount 100.000 Recovery = 101.23%

9) 4-Bromofluorcbsnzene 9.26 95 76604 94.54 ugr/Kg 0.00

Spiked Amount 100.000 Recovery = 94.54%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed
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Quantitation Report (QT Reviewed)

Data Path : C:\MSDCHEM\1\DATAN\112713\
Data File : Al1127318.D

Acq On ¢ 27 Nov 2013 5:05 pm
Operator

Sample : 006558-04

Misc : 8260 MAKO28C 2.0G

ALS vial : 13 Sample Multiplier: 1

Quant Time: Dec 02 15:01:34 2013

Quant Method : C:\MSDCHEM\1\METHODS\SOIL_27.M
Quant Title : 8260 VOLATILES

QLast Update : Wed Nov 27 13:49:17 2013
Response via : Initial Calibration

jAbﬁndance TIC: A1127318.D
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Example Calculation
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EXAMPLE CALCULATIONS

" Response Factor Calculaﬁoné

The data system tabulates the area response of the charactenstw ions agamst the concentration for each
compound and each internal standard. Response factors (RF) are calculated for éach compound relative
to the internal standard assignments. The RF is calculated as follows:

RF = (AxCis)/AjsCy)

where:
Ay = Areaofthe characteristic ion for the compound being measured.
Ajs = Areaofthe characteristic ion for the specific internal standard.
Cs = Concentratmn of the specific internal standard.
Cx = Conceniration of the compound being measured.

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

Sample Calculations

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

Water R (Ax) (Is)
“ Concentiation (ug/L) =
‘ (Als) (RF)(Vo)
where: ‘ , S
Ay = Area of characteristic ion for compound being measured.
Is = Amount of internal standard injected (ng).
Ajs = Area of characteristic ion for the internal standard,
RF = Average response factor for compound being measured.
Vo = Volume of water purged (mL).

Soil: (low level) ' : (Ax)(Ts)
concentration (ug/Kg) =
' (Aig)RF)(Wg)
where:
AX = Area of characteristic ion for compound being measured.
Is = Amount of internal standard injected (ng).
. Ajy = Areaofcharacteristic ion for the internal standard.
RF = Average response factor for compound being measured.

Wy = Weight of sample purged (g).
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/ EXAMPLE CALCULATIONS

Sample Calculations

Soil: (Low and Medium Level)

(Ax)Is)(Vp)

Concentration (ug/Kg) =
(Aig) RE)(V(Ws)

where:
Ay = Area of characteristic ion for the compound being measured.

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

RF = Averageresponse factor for the compound being measured.
Vi = Volume of extract injected (uL).

Vi = Volume of total extract (uL).
Wg = Weight of sample extracted (g).

Sample Calculations

Sample No.: 655770 M%ompound: v iraeme
MAKOR 4
Matrix: Sea Cdc -

(/7539 5@ ng)( )
(oY 177)(2. 106 )(_ atj )

Concentration (ug/ j%) =

= /oo ng/.

Example
Calculations

Performed By: , ﬂO/)V// Date: ¢ D/// a / /7
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Miscellaneous Additional Data
(If applicable)

B/No.ne AL /7//{»//;

Rev. 1.1
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