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ORGANIC PACKAGE REVIEW CHECKLIST
mETHOD: 670
Initial Date

Case Narrative and/or Nonconformance Reports
Case Narrative / Analyst Comment Sheets ..., (RE/« lf/ff//LQ
4 3

Nonconformance / Noncompliance Reports (if applicable)...........c.cooviiiiin,

Sample Receipt Information ' ,
Copies of Original Chain-of-Custody FOrMS.......c..coocviiiiiii e (pEK LII/ ?// y
)

Cooler Receipt Form and Airbills..........ccccoovveee F T PSP SO TUSPR
Phone Messages (If appliCabIE) .......ccvvviieiiiiii e o L

Field SamPle RESUIES .............ccoovviieeeei ettt ettt et et PEK ”—//6}//1}

QC Summary Forms
Surrogate Summary, if applicable (REV\ Ll[‘?/lL(

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

Spike Blank and/or MS SUMMAIY .......cccoviiiiiiiiiinieiieiie e iiessneeerir s ere e sves e snnesvaens |
Blank Results & Blank Summary, if applicable.........cccoviviiiiiiiiinie e |
ISTD Area Summary, if applicable ... —

Sample Preparation Information (if applicable)
Total Solids Determination (If applicable)..........c.ococviiiiiiiiiiii e rFEK\ 4 /4// Y

Extraction Log (If applicable).........cccociiiiiiiiiiece et / [

Extraction Notebook Pages (If applicable) ........ccccvvvveiiiiiiie e |

Spiking Solutions NoteboOoK Pages ........ccoiiviiiiiiiiiiiiicinie i ee e
MS/MSD'S ...eiee ittt e e —————
SUIMOGALE/ISTIS .ot b

Spiking Solutions Certificates Of AnalySes........cvvvvvvvvvveieiieeeee e
IMS/IMEDS ..ttt ettt et sttt eb e s et et e b a e e tar e e rr e e e e e nnra e e
SUIMOGAES/ISTDIS . ettt ettt e e e e e e s ree e e e erraneeeean

Certificates of Analysis (VENAON) .....ccccoiiiiiiiie e o -

Standard Preparation Information
Instrument Logs/Analysis Notehook Pages.......cc.ccovvviiiiiiiiiicn e (PE% Li/ 7/ / Lf
Certificates of Analysis (VENAOT) ........ccoveviiiiiiiiiice ettt + 4

Analytical Run Number 1
Calibration INformation.........cccour i ?EV\ ZIH'//L{'

TUNE Data ..o e e
Initial Calibration........c..uvv i
Continuing Calibration ..ot e e e
Instrument Logs/Analysis Notebook Pages........cccccvvviiiiiicicini e
Blank/Sample/Field QC Data ..ot

Analytical Run Number 2 (if required)
Calibration Information.........cccuueriiiir e s /l// /4

TUNE DALA ...oeivecvie ettt ettt st ettt B
[itial CAUDIAHON. .........oevveeeseereese s |
ContinUING Calibration ..........c.oeveiiiiiiiee ettt sttt
Instrument Logs/Analysis Notebook Pages.........c.coivcccviiiiiiiiie e
Blank/Sample/Field QC Data ..........cociieiiiii e
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ORGANIC PACKAGE REVIEW CHECKLIST (Continued)

mMETHOD: S (D
: Initial Date
Analytical Run Number 3 (if required) /V/A
[

Calibration I ormMation ... .ot
TUNE DAL o covii e e ettt re e e e et e e reeeera e rreeeeeann

Continuing Calibration ...
Instrument Logs/Analysis NoOtehoOK PAgeS.........ccvviiviiieiieeiieiieeieeie s
Blank/Sample/Field QC Data..........ccoceiiiieiiiiiii e

Analytical Run Number 4 (if required) /V//AC

Calibration INFOIMIATION . ..ot eer et e e e et teeresean s sssese s sssssssseasneens

Instrument Logs/Analysis Notebook Pages...........cocvvveeiiiiciiiiicc e
Blank/Sample/Field QC Data........cc..eciviiiiiiiie et sre s an e e ae e

Analytical Run Number 5 (if required) /V//(‘

Calibration INFOrMAtioN ......cveee e et e et e e e e e e e e neaaan
TUNE DAtA oo e ettt e e e r et e e et e et e e e e e e s e nta e r e |

Continuing Calibration ...
Instrument Logs/Analysis Notebook Pages.........ccccccvieiiiiiiii e
Blank/Sample/Field QC Data............cciiiiiriinieiiieieiies et

Analytical Run Number 6 (if required) /(//A‘

Calibration INfOrMatION ... ...t e e e e ettt er e e e e ae s
TUNE DIALA ettt e e et e et e e st e e eeeeets e esstesseseeeresrreeressenaeennes [

Continuing CAUBTALION ... vvee v ee e ee e ees s
Instrument Logs/Analysis Notebook Pages...........ccovvviiiiiioniiiicine e
Blank/Sample/Field QC DAta ..............ccoovvverrrreerreeeessoseseeseeseesseesasesss e esoeeesesenenee —

Example Calculation ' (P(EV\ L/M/M

Example Calculation Sheet..........cccviiiiiiiiiiie st |
Miscellaneous Additional Data (if applicable) ..............ccoooviveireeeeeeeeeee oo, W

| have checked this package for completeness and verify the following:
1. Pencils, whiteout, whiteout tape, and dark highlighters were not used. v
2. All notebook pages are signed. v
3. All corrections contain the original data "struck through" with initials and date. e
4. All comments found throughout the data are defined as required. T
5. All pages are legible. v
6. Manual integrations, if applicable, are printed out and include an explanation with \/
signature of the analyst and date.

Package Completeness Checked By/Date: (\)EV\ %/ 6( / QD LL{

T
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ARDL Report No.:

Project Name:

Lab Sample Date
ID No. ID No. Collected Date Extracted  Analysis Requested
006616-01 MAK120L 01/31/2014 04/01/2014 BNA
006616-02 MAK121L 01/31/2014 04/01/2014 BNA
006616-03 MAK122L 01/31/2014 04/01/2014 BNA
006616-04 MAK123L 01/31/2014 04/01/2014 BNA
006616-05 MAK124L 01/31/2014 04/01/2014 BNA
006616-06 MAK126L 01/31/2014 04/01/2014 BNA
006616-07 MAK127L 02/11/2014 04/01/2014 BNA
006616-08 MAK128L 02/11/2014 04/01/2014 BNA
006617-01 MAK116L 01/31/2014 04/01/2014 BNA
006617-02 MAK117L 01/31/2014 04/01/2014 BNA
006617-03 MAK118L 01/31/2014 04/01/2014 BNA

ORGANIC ANALYSIS CASE NARRATIVE
Corps of Engineers — ERDC, Vicksburg
6616, 6617
MAKAU MILITARY RESERVATION OAHU (LIMU)
Samples Received at ARDL: 03/14/2014

Lab Name:

Date: 4/11/14
ARDL, Inc.

ARDL Inc Report Number 6616 & 6617 - Limu - Semivolatile 8270C

SEMIVOLATILE FRACTION — METHOD 8270C

Eleven (11) tissue (limu) samples were received by ARDL, Inc. on March 14, 2014, for 8270C analysis.

Due to specific project requirements and the unusual nature of the subject samples, some changes were made to
standard method protocol. Since the requested analyte list was limited to five Phthalate Esters and Pyrene, only the three
Base/Neutral surrogate compounds were used and evaluated in all calibrations, QC and sample analyses. A sample
weight of 5 grams was used for extraction resulting in a 1,000 ug/Kg reporting limit. All extractions were performed with
methylene chloride as the only solvent in order to avoid probable matrix interferences.

INITIAL CALIBRATION

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

CONTINUING CALIBRATION

All continuing calibrations met criteria.

SURROGATES

All QC and samples met surrogate recovery criteria.

INTERNAL STANDARD

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

MATRIX SPIKE/MATRIX SPIKE DUPLICATE

The MS/MSD analysis was performed on sample MAK123L. Diethylphthalate recovery was outside limits (57-
112%) for the MS at 36.5% and the MSD at 28.4%. Di-n-butylphthalate recovery was outside limits (54-118%) for
the MSD at 48.9%. The LCS passed all recovery criteria, therefore the low recovery of both Diethylphthalate and
Di-n-butylphthalate is attributed to matrix interference and/or non-homogeneity of the sample. All other
compounds met recovery criteria.

Page 1 of 2
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ORGANIC ANALYSIS CASE NARRATIVE
Corps of Engineers — ERDC, Vicksburg Date: 4/11/14
ARDL Report No.: 6616, 6617 Lab Name: ARDL, Inc.
Project Name: NMAKAU MILITARY RESERVATION OAHU (LIMU)
Samples Received at ARDL: 03/14/2014

METHOD BLANKS

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

ORGANIC DATA REPORTING QUALIFIERS

The following organic data reporting qualifiers are used as required.

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

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

limit.

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

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

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

verified by the following signature.

Dean S. Dickerson
Technical Services Manager

Page 2 of 2
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Sample Receipt
Information
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ARDL#: (olol S~ (olol 7

COOLER RECEIPT REPORT
ARDL, INC.

Cooler# Lo ,O

Number of Coolers in Shipment: ___/

Project: /}O/M{xm, Ji8) // fﬂ/&g A‘%’Sfﬁﬂﬂﬁwv o7fiee  Date Received: 3~ /4 - 7

L
PRELIMINARY EXAMINATION PHASE: Date cooler was opened:3 —/ % — /4 (Signature A @%u/m

ARDL Inc

A
1. Did cooler come with a shipping slip (airbill, @tC.)?.........ccviiiirici e e e ko YESY) NO
If YES, enter carrier name and airbill number here: ﬁju@é 950( 3 /ff,ﬁ /A 75
2. Were custody seals on outside of COOIEI7.....ccovviinniniire i, ........................................................ YES NO NA
How many and where? / /ﬁ/v}{/) Seal Date:j"’ (F=r ,Seal Name: 47 %7//&2&%’
3. Were custody seals unbroken and inta{t at the date and time of armival?...........ccooiiiv @ NO
4. Did you screen samples for radioactivity using a Geiger COUNEr?..........ccvriiiiiiiiin s @ NO
5. Were custody papers sealed in a plastic bag aagé%eoﬁ‘—mzd/%éﬂ .............................................................................. §ES NO
_6.. - Were custody papers filled out properly_(ink, signed, etC.)P....c.cccverrireviin e ene eenennae vnnenernse ,@ NO N/A
7. Were custody papers signed in appropriate place by ARDL personhel? ............................................................................... (YES® NO N/A
8. Was project identifiable from custody papers? If YES, enter project name at the top of this form.........cc.ccce i YES ; NO N/A
9. Was a separate container provided for measuring temperature? YES___ NO_ ¢ Cooler Temp. /e ‘/ C
B. - LOG-IN PHASE: Date samples were logged-in: F- /‘% - 5/ (Signature)ﬁé{‘//%( Pl
10. Describe type of packing in cooler; /é&/////ﬁ ﬂd///;* l//tf/M MZ&"‘?’]M
11. Were all bottles sealed in separate plastic bags? ‘///ﬂ,zlj]’ ........ AL AEA TR YES NO NA
12. Did all bottles arrive unbroken and were labels in good CONAILIONT ......cccviiiiiiiii e e YES @
13, WETE DOHIE 1ADEIS COMPIBIE.....occ..ersvve v sssssssomssssssssssssessssess st s s ssssssssessssn (YES' NO
14. Did all bottle labels agree with CUSIOAY PAPEIST ...c..iiiiiiiicee et sves s beseeressrsanesaeesmesreesnneserrnsees G(_ES‘ NO
16. Were correct containers used for the tests indicated? ... YES' NO
16. Was pH correct on p\reserved WALET SAMPIES ...ttt s e et ek e he e bbb e b ba R e YES NO @
17. Was a sufficient amount of sample sent for tests indicated?...........ccovveveennn. ettt e st e nee e bre e s enre e senenieeniinsns§ > 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?............ccvvviviniiinicccnen Lo YES™) NO NA
Comments and/or Corrective Action: Sample Transfer
/gj HAK 114~ _ed _Ledaftew )/ deal Fraction Fraction
Y r oy 1y
MABY /I FTL - Lid _Csa ke Leal Area # Area #
al e lest. , Shovners
Al )L~ et Leaatbeo [ el B BY
tline . e
MAR[(TC « _Jololp bitates [ deal On_ On
Lirieal ' S-rf=1¥

ma K [3AL — el _Cetatew / Lol
&W,Z«//ra’

Date: S— /-4

(By: Signature) A0 ..

M:VADMIN\FORMS\COOLER RECEIPT REPORT.doc  Rev. 05/07/07
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ARDI,, INC.
400 Aviation Drive; P.0O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006616 Report Date: 04/07/2014

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

| Project No.: Analytical Method: 8270C |

| NELAC Certified - IL100308 Prep Method: 3550A

l |

| Field ID: MAK120L ARDL Lab No.: 006616-01

| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: E0403405 |

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

| sample Time: 1040 Prep. Date: 04/01/2014

| Matrix: TISSUE Analysis Date: 04/03/2014 |

| Amount Used: 5 g Instrument ID: AGS

| Final Volume: 1 mL QC Batch: B6705 |

| % Moisture: No Moisture Present - Level: LOW |

| !

| Method Reporting Data Dilution |

| Parameter Limit  Limit Result Flag Units Factor |

| l

| Dimethylphthalate 200 1000 ND UG/KG 1

| Diethylphthalate 200 1000 ND UG/XG 1

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

| Pyrene 200 1000 ND UG/KG 1

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

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

| |

| SURROGATE RECOVERIES: Limits Results ]

|Nitrobenzene-d5 30-130 88% |

| 2-Fluorobiphenyl 30-130 93%

| Terphenyl-di14 30-130 100% !
|

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

Sample 006616-01, BNA'S (METHOD 8270) Page 1 of 1

ARDL Inc Report Number 6616 & 6617 - Limu - Semivolatile 8270C Page 14 of 178



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

Lab Report No: 006616 Report Date: 04/07/2014
| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270)
| Project No.: Analytical Method: 8270C
| NELAC Certified - IL100308 Prep Method: 3550A |
|
{ Field ID: MAK121L ARDL Lab No.: 006616-02 |
| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: E0403406 |
| Sample Date: 01/31/2014 Received Date: 03/14/2014
| sample Time: 1130 Prep. Date: 04/01/2014 |
| Matrix: TISSUE Analysis Date: 04/03/2014 |
| Amount Used: 5 g Instrument ID:  AGS 1
| Final Volume: 1 mL QC Batch: B6705 |
| % Moisture: No Moisture Present Level: LOW |
| I
] Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor |
I I
| Dimethylphthalate 200 1000 ND UG/KG 1 |
| Diethylphthalate 200 1000 ND UG/KG 1
| Di-n-butylphthalate 200 1000 ND UG/KG 1 |
| Pyrene 200 1000 ND UG/KG 1 |
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1 |
| Di-n-octylphthalate 200 1000 ND UG/KG 1
I |
| SURROGATE RECOVERIES: Limits Results ]
|Nitrobenzene-ds 30-130 87% |
| 2-Fluorobiphenyl 30-130 86% |
| Terphenyl-dil4 30-130 102% |
I

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

Sample 006616-02, BNA'S (METHOD 8270) Page 1 of 1

ARDL Inc Report Number 6616 & 6617 -.Limu - Semivolatile 8270C Page 15 of 178



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

Lab Report No: 006616 Report Date: 04/07/2014
| Project Name: MAKAU MILITARY RES O Analysig: BNA'S (METHOD 8270) |
| Project No.: Analytical Method: 8270C
| NELAC Certified - IL100308 Prep Method: 3550A |
| l
| Field ID: MAK122L ARDL Lab No.: 006616-03 |
| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: E0403407 |
| sample Date: 01/31/2014 Received Date: 03/14/2014 |
| Sample Time: 1405 Prep. Date: 04/01/2014 |
| Matrix: TISSUE Analysis Date: 04/03/2014 ]
| Amount Used: 5 g Instrument ID:  AG5 |
| Final Volume: 1 mL QC Batch: B6705 |
| % Moisture: No Moisture Present Level: LOW |
| l
| Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor |
| |
| Dimethylphthalate 200 1000 ND UG/KG 1
| Diethylphthalate 200 1000 ND UG/KG 1 |
| Di-n-butylphthalate 200 1000 ND UG/KG 1
| Pyrene 200 1000 ND UG/KG 1 |
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/XG 1
| Di-n-octylphthalate 200 1000 ND UG/KG 1
| |
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-ds 30-130 90% |
| 2-Fluorobiphenyl 30-130 93% |
| Terphenyl-di14 30-130 101% |
I

l

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

Sample 006616-03, BNA'S (METHOD 8270) Page 1 of 1
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ARDL,

400 Aviation Drive;
Illinois

Mt. Vernon,

Lab Report No: 006616

Report Date:

INC.

P.O. Box 1566
62864

04/07/2014

Project Name: MAKAU MILITARY RES O

Analysis: BNA'S (METHOD 8270)

| Terphenyl-dil4

I !

| Project No.: Analytical Method: 8270C

| NELAC Certified - IL100308 Prep Method: 3550A

l l

| Field ID: MAK123L ARDL Lab No.: 006616-04

| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: E0403408

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

| Sample Time: 1455 Prep. Date: 04/01/2014

| Matrix: TISSUE Analysis Date: 04/03/2014

| Amount Used: 5 g Instrument ID: AGS5 |

| Final Volume: 1 mL QC Batch: B6705 |

| % Moisture: No Moisture Present Level: LOW

| I

| Method Reporting Data Dilution |

| Parameter Limit Limit  Result Flag Units Factor |

| |

| Dimethylphthalate 200 1000 ND UG/KG 1 |

| Diethylphthalate 200 1000 1520 UG/KG 1 |

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

| Pyrene 200 1000 ND UG/KG 1 |

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

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

| |

| SURROGATE RECOVERIES: Limits Results

| Nitrobenzene-ds 30-130 78% [

|2-Fluorobiphenyl 30-130 78% |
30-130 96% |

l

Surrogate recoveries marked with '*!

Sample 006616-04, BNA'S (METHOD 8270)

ARDL Inc

Report Number 6616 & 6617 - Limu - Semivolatile 8270C

indicates they are outside standard limits.

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

Lab Report No: 006616 Report Date: 04/07/2014
| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270)
| Project No.: Analytical Method: 8270C
| NELAC Certified - IL100308 Prep Method: 3550A |
| |
| Field ID: MAK124L ARDL Lab No.: 006616-05
| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: E0403411 l
| Sample Date: 01/31/2014 Received Date: 03/14/2014 {
| Ssample Time: 1540 Prep. Date: 04/01/2014
| Matrix: TISSUE Analysis Date: 04/03/2014
| Amount Used: 5 g Instrument ID:  AG5 !
| Final Volume: 1 mL QC Batch: B6705 |
| % Moisture: No-Moisture Present Level: LOW ]
l
, Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor |
l |
| Dimethylphthalate 200 1000 ND UG/KG 1
| Diethylphthalate 200 1000 ND UG/KG 1
| Di-n-butylphthalate " 200 1000 ND UG/KG 1 |
| Pyrene 200 1000 ND UG/KG 1 |
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
| Di-n-octylphthalate 200 1000 ND UG/KG 1
| |
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-ds 30-130 79% |
| 2-Fluorobiphenyl 30-130 79% |
| Terphenyl-dil4 30-130 98%
|

l

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

Sample 006616-05, BNA'S (METHOD 8270) Page 1 of 1

ARDL Inc Report Number 6616 & 6617 - Limu - Semivolatile 8270C Page 18 of 178



ARDIL,

400 Aviation Drive;
Illinois

Mt. Vernon,

Lab Repoxrt No: 006616

Report Date:

INC.

P.O. Box 1566
62864

04/07/2014

Project Name: MAKAU MILITARY RES O

Project No.:

Analysis: BNA'S (METHOD 8270)
Analytical Method:

8270C

| Terphenyl-dl4

I I

| I

| NELAC Certified - IL100308 Prep Method: 3550A |

| |

| Field ID: MAK126L ARDL Lab No.: 006616-06 |

| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: E0403412

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

| sample Time: 1615 Prep. Date: 04/01/2014 |

| Matrix: TISSUE Analysis Date: 04/03/2014 |

| Amount Used: 5 g Instrument ID: AG5 |

| Final Volume: 1 mL QC Batch: B6705

| % Moisture: No Moisture Present Level: LOW

| |

| Method Reporting Data Dilution |

| Parameter Limit Limit  Result Flag Units Factor |

I I

| Dimethylphthalate 200 1000 ND UG/KG 1

| Diethylphthalate 200 1000 ND UG/KG 1

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

| Pyrene 200 1000 ND UG/KG 1

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

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

| I

| SURROGATE RECOVERIES: Limits Results

|Nitrobenzene-~d5 30-130 87% l

| 2-Fluorobiphenyl 30-130 91% |
30-130 100% |

|

Surrogate recoveries marked with '*!

Sample 006616-06, BNA'S (METHOD 8270)

ARDL Inc

Report Number 6616 & 6617 - Limu - Semivolatile 8270C

indicates they are outside standard limits.

Page 1 of 1
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ARDL,

400 Aviation Drive;
Illinois

Mt. Vernon,

Lab Report No: 006616

Report Date:

INC.

P.O. Box 1566
62864

04/07/2014

Project Name: MAKAU MILITARY RES O

Analysig: BNA'S (METHOD 8270)

| Terphenyl-dil4

| |

| Project No.: Analytical Method: 8270C

| NELAC Certified - IL100308 Prep Method: 3550A {
l

f Field ID: MAK127L ARDL Lab No.: 006616-07 |

| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: E0403413 |

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

| Sample Time: 1304 Prep. Date: 04/01/2014

| Matrix: TISSUE Analysis Date: 04/03/2014 |

| Amount Used: 5 g Instrument ID:  AG5 ]

| Final Volume: 1 mL QC Batch: B6705

| % Moisture: No Moisture Present Level: LOW |

I l

| Method Reporting Data Dilution |

| Parameter Limit Limit Result Flag Units Factor |

I I

| Dimethylphthalate 200 1000 ND UG/KG 1

| Diethylphthalate 200 1000 ND UG/KG 1

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

| Pyrene 200 1000 ND UG/KG 1 |

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

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

| |

| SURROGATE RECOVERIES : Limits Results |

|Nitrobenzene-d5 30-130 77% |

| 2-Fluorobiphenyl 30-130 60% |

30-130 94% |

l

Surrogate recoveries marked with '#!

Sample 006616-07, BNA'S (METHOD 8270)

ARDL Inc

Report Number 6616 & 6617 - Limu - Semivolatile 8270C

indicates they are outsgide standard limits.

Page 1 of 1
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ARDIL,

400 Aviation Driwve;
Mt. Vernon, Illinois

Lab Report No: 006616

INC.
P.0O. Box 1566

Report Date:

62864

04/07/2014

Project Name: MAKAU MILITARY RES O
Project No.:

NELAC Certified - IL100308

Analysis: BNA'S

Analytical Method: 8270C
Prep Method: 3550A

(METHOD 8270)

| Terphenyl-d14

l |
| l
! |
! l
| Field ID: MAK128L ARDL Lab No.: 006616-08 ]
| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: E0403414 |
| sample Date: 02/11/2014 Received Date: 03/14/2014 |
| Sample Time: 1415 Prep. Date: 04/01/2014 |
| Matrix: TISSUE Analysig Date: 04/03/2014 (
| Amount Used: 5 g Instrument ID: AGS |
| Final vVolume: 1 mL QC Batch: B6705 |
| % Moisture: No Moisture Present Level: LOW
. |
} Method Reporting Data Dilution |
| Parameter Limit Limit Result Flag Units Factor |
| l
| Dimethylphthalate 200 1000 ND UG/KG 1
| Diethylphthalate 200 1000 ND UG/KG 1
| Di-n-butylphthalate 200 . 1000 ND UG/KG 1
| Pyrene 200 1000 ND UG/KG 1
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
| Di-n-octylphthalate 200 1000 ND UG/KG 1
l l
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-d5 30-130 69%
| 2-Fluorobiphenyl 30-130 81% |
30-130 24% |
I

I

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

Sample 006616-08, BNA'S (METHOD 8270)

ARDL Inc

Report Number 6616 & 6617 - Limu - Semivolatile 8270C

Page 1 of 1
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ARDI,, INC.
400 Aviation Driwve; P.0O. Box 1566
Mt, Vernon, Illinois 62864
Lab Report No: 006617 Report Date: 04/07/2014

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

(METHOD 8270)

| Terphenyl-dl4

I |
|  Project No.: Analytical Method: 8270C |
| NELAC Certified - IL100308 Prep Method: 3550A
l |
| Field ID: MAK116L ARDL Lab No.: 006617-01 |
| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: E0403415 |
| sample Date: 01/31/2014 Received Date: 03/14/2014 |
| Sample Time: 0820 Prep. Date: 04/01/2014
| Matrix: TISSUE Analysis Date:  04/03/2014 |
| Amount Used: 5 g Instrument ID:  AGS ]
| Final Volume: 1 mL QC Batch: B6705
| % Moisture: No Moisture- Present Level: Low |
I l
| Method Reporting Data Dilution
| Parameter Limit Limit Result Flag Units Factor |
| |
| Dimethylphthalate 200 1000 ND UG/KG 1
| Diethylphthalate 200 1000 ND UG/KG 1
| Di-n-butylphthalate 200 1000 ND UG/KG 1 |
| Pyrene 200 1000 ND UG/KG 1
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
| Di-n-octylphthalate 200 1000 ND UG/KG 1
| |
| SURROGATE RECOVERIES: Limits Results
| Nitrobenzene-d5 30-130 70%
| 2-Fluorobiphenyl 30-130 81%

30-130 100% |

|

Surrogate recoveries marked with 'x!

Sample 006617-01, BNA'S (METHOD 8270)

ARDL Inc Report Number 6616 & 6617 - Limu - Semivolatile 8270C

indicates they are outgide standard limits.

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

Lab Report No: 006617 Report Date: 04/07/2014

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

| Project No.: Analytical Method: 8270C

| NELAC Certified - IL100308 Prep Method: 3550A

I I

| Field ID: MAK117L ARDL Lab No.: 006617-02 I

| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: FE0403416

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

| Ssample Time: 0835 Prep. Date: 04/01/2014

| Matrix: TISSUE Analysis Date:  04/03/2014 I

| Amount Used: 5 g Instrument ID: AGS5

| Final Volume: 1 mL QC Batch: B&705 |

| % Moisture: No Moisture Present Level: - LOW |

| I

| Method Reporting Data Dilution |

| Parameter Limit Limit Result Flag Units Factor |

I I

| Dimethylphthalate 200 1000 ND UG/KG 1

| Diethylphthalate 200 1000 ND UG/KG 1

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

| Pyrene 200 1000 ND UG/KG 1

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

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

| I

| SURROGATE RECOVERIES: Limits Results

|Nitrobenzene-d5 30-130 73% |

| 2-Fluorobiphenyl 30-130 68% |

| Terphenyl-d14 30-130 94% |
I

|

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

Sample 006617-02, BNA'S (METHOD 8270) Page 1 of 1
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ARDI,, INC.
400 Aviation Drive; P.0O. Box 1566
Mt. Vernon, Illinois 62864
Lab Report No: 006617 Report Date: 04/07/2014
Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270)

| Terphenyl-d14

I |
| Project No.: Analytical Method: 8270C |
| NELAC Certified - IL100308 Prep Method: 3550A
l l
| Field ID: MAK118L ARDL Lab No.: 006617-03 |
| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: E0403417 |
| sample Date: 01/31/2014 Received Date: 03/14/2014 |
| Sample Time: 0910 Prep. Date: 04/01/2014 {
| Matrix: TISSUE Analysis Date: 04/03/2014 |
| Amount Used: 5 g Instrument ID:  AG5 |
| Final Volume: 1 mL QC Batch: B6705 |
| % Moisture: No. Moisture. Present Level: LOW ]
I |
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor |
| |
| Dimethylphthalate 200 1000 ND UG/KG 1 |
| Diethylphthalate 200 1000 ND UG/KG 1 |
| Di-n-butylphthalate 200 1000 ND UG/KG 1 |
| Pyrene 200 1000 ND UG/KG 1 |
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1 |
| Di-n-octylphthalate 200 1000 ND UG/KG 1 |
| |
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-ds 30-130 77% |
| 2-Fluorobiphenyl 30-130 58% |
30-130 99% |
I

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

Sample 006617-03, BNA'S (METHOD 8270)

ARDL Inc

Report Number 6616 & 6617 - Limu - Semivolatile 8270C

Page 1 of 1
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ARDL Inc

QC Summary Forms

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

ISTD Area Summary, if applicable

Report Number 6616 & 6617 - Limu - Semivolatile 8270C

Rev. 1.1

Page 25 of 178



2C
LIMU SEMIVOLATILE SURROGATE RECOVERY

Lab Name: ARDL, INC. Contract: ---
Lab Code: —-—- Case No.: ——- SAS No.: ——- SDG No.: =---
EPA S1 S2 S3 54 S5 S6 TOT
SAMPLE NO. (NBZ) #| (FBP) #|(TPH) #| ( ) #| ( ) #| ( ) #]oOUT
01| BLANK B10179 94 101 101 0
02| SPBK B10179 80 102 105 0
03] MAK120L 88 93 100 0
04| MAK121L 87 86 102 0
05| MAK122L 90 93 101 0
06| MAK123L 78 78 96 0
07 MAK123LMS 88 78 103 0
08| MAK123LMSD 84 73 99 0
09| MAK124L 79 79 98 0
10| MAK126L 87 91 100 0
11| MAK127L 77 60 94 0
12| MAK1Z28L 69 81 94 0
13} MAK1lleL 70 81 100 0
141 MAK117L 73 68 94 0
15| MAK118L 77 58 99 0
16
17
18
19
20
21
22
23
24
25
26
27
28
29
30
QC LIMITS
31 Nitrobenzene-d5 ( 30 - 130 )
S2 2-Fluorobiphenyl ( 30 - 130 )
S3 Terphenyl-dl4 { 30 - 130 )
S4 ( - )
S5 { - )
56 ( - )
# column to be used to flag recovery values
* Values outside of contract required QC limits
D Surrogates diluted out
page 1 of 1 Form II SvV-1 3/90
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4B
SEMIVOLATILE METHOD BLANK SUMMARY

Contract: ———

Lab Name: ARDL, INC.

Lab Code: --- Case No.: —--- SAS No.: —---

E0403403 Lab Sample ID:

Lab File ID:

Instrument ID: AGS Date Extracted:

Matrix: (soil/water) LIMU Date Analyzed:

Level: (low/med) - Time Analyzed:

EPA SAMPLE NO.

BLANK B10179

SDG No.: —-—-
006616-04B1
04/01/14
04/03/14

09:45

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

LAB LAB DATE

EPA SAMPLE NO. SAMPLE ID FILE ID ANALYZED
01|l SPBK B10179 006616-04K1 E0403404 04/03/14
02| MAK120L 006616-01 E0403405 04/03/14
03] MAK121L 006616-02 E0403406 04/03/14
04} MAK122L 006616-03 E0403407 04/03/14
05| MAK1Z3L 006616-04 E0403408 04/03/14
06| MAK123LMS 006616-04MS E0403409 04/03/14
07| MAK123LMSD 006616-04MD E0403410 04/03/14
08} MAK124L 006616-05 E0403411 04/03/14
09| MAK126L 006616-06 EQ403412 04/03/14
10| MAK127L 006616-07 E0403413 04/03/14
11| MAKI1I28L 006616-08 E0403414 04/03/14
12| MAKlleL 006617-01 E0403415 04/03/14
13} MAK117L 006617-02 E0403416 04/03/14
14| MAK118L 006617-03 E0403417 04/03/14
15
16
17
18
19
20
21
22
23
24
25
26
27
28
29
30

COMMENTS @
page 1 of 1 FORM IV SV 3/90
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METHOD BLANK REPORT
ARDL, Inc. 400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006616 Report Date: 04/07/2014

| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) |
| Project No.: Analytical Method: 8270C |
| NELAC Certified - ILL00308 Prep Method: 3550A |
| |
| Field ID: NA ARDL Lab No.: 006616-04B1 |
| Desc/Location: NA Lab Filename: E0403403 |
| Sample Date: NA Received Date: NA |
| sample Time: NA Prep. Date: 04/01/2014 |
| Matrix: QC Material Analysis Date: 04/03/2014 |
| Amount Used: 5 g Instrument ID:  AG5 [
| Final Volume: 1 mL QC Batch: B6705 |
| % Moisture: NA ’ Level: LOW ]
l |
| Method Reporting Data |
| Parameter Limit Limit Result  Flag Units |
| |
| Dimethylphthalate 200 1000 ND UG/KG ]
| Diethylphthalate 200 1000 ND UG/KG |
| Di-n-butylphthalate 200 1000 ND UG/Ka |
| Pyrene 200 1000 ND UG/KG |
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG |
| Di-n-octylphthalate 200 1000 ND UG/KG |
| |
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-d5 30-130 94% |
| 2-Fluorobiphenyl 30-130 101% {
| Terphenyl-dil4 30-130 101% |

|

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

Blank for Run B6705, BNA'S (METHOD 8270) Page 1 of 1
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ARDL Inc

SEMIVOLATILE INTERNAL

8B
STANDARD AREA AND RT SUMMARY

Lab Name: ARDL, Inc. Contract: ---
Lab Code: =-=-- Case No,: --- SAS No.,: —--- SDG No.: —---
Lab File ID (Standard) :E0307408 Date Analyzed: 03/07/14
Instrument ID: AGH Time Analyzed: 18:08
IS1(DCB) I52 (NPT) IS3 (ANT)
AREA #[ RrRT # AREA #1 RT # AREA #| RT #
12 HOUR STANDARD 3210755 7.40 12445918 9.37 6929396 12.29
UPPER LIMIT 6421510 7.90 24891836 9.87 13858792 12.79
LOWER LIMIT 1605378 6.90 6222959 8.87 3464698 11.79
EPA SAMPLE NO.
1| BLANK B10179 3915488 7.39 14827642 9.36 8112546 12.28
2] SPBK B10179 3851713 7.39 14706576 9.36 8058564 12.28
31 MAK120L 3885267 7.40 14608258 9.36 8020065 12.28
41 MAKL21L 3846295 7.40 13993419 9.37 7609751 12.28
5| MAK122L 4008941 7.40 14379950 9.36 7718936 12.28
6/ MAK123L 4251303 7.40 15079305 9.37 8214395 12.28
7| MAK123LMS 4158721 7.40 14681114 9.37 7905903 12.28
8| MAK123LMSD 4059988 7.40 14321800 9.37 7764194 12.28
9] MAK124L 3885476 7.40 14724491 9.36 8050976 12.28"
10| MAKl26L 3976518 7.40 15087167 9.36 8263940 12.28
11| MAK127L 4175868 7.40 15323880 9.37 8406132 12.28
12| MAK128L 4097167 7.40 15066293 9.37 8180668 12.28
13} MAK116L 4018979 7.40 14922715 9.37 8078777 12.28
141 MAK11l7L 4062526 7.40 15189133 9.36 8317217 12.28
15| MAK118L 4262858 7.40 15613970 9.36 8379172 12.28
16
17
18
19
20
21
22
I51 (DCB) = 1,4-Dichlorobenzene-d4
IS2 (NPT) = Naphthalene-d8
IS3 (ANT) = Acenaphthene-dlo0
AREA UPPER LIMIT = +100% of internal standard are
AREA LOWER LIMIT = -50% of internal standard area
RT UPPER LIMIT = +.50 minutes of internal standard RT
RT LOWER LIMIT = -.50 minutes of internal standard RT
# Column used to flag internal standard area values with an asterisk
* Values outside of QC limits
page 1 of 2 FORM VIII SV-1 3/90
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ARDL Inc

SEMIVOLATILE INTERNAL

8C

STANDARD AREA AND RT SUMMARY

Lab Name: ARDL, Inc. Contract: ---
Lab Code: --- Case No.: —--—- SAS No.: -- SDG No.,: ——-—
Lab File ID (Standard):E0307408 Date Analyzed: 03/07/14
Instrument ID: AGS Time Analyzed: 18:08
IS4 (PHN) IS5 (CRY) I56 (PRY)
AREA #| RT # AREA #| RT AREA # RT #
12 HOUR STANDARD 11541208 14.86 13396136 20.48 13707138 25.43
UPPER LIMIT 23082416 15.36 26792272 20.98 27414276 25.93
LOWER LIMIT 5770604 14.36 6698068 19.98 6853569 24,93
EPA SAMPLE NO.
1|BLANK B10179 13654809 14.85 16331919 20.47 15525394 25.42
2|SPBK B10179 13401313 14.85 16149565 20.46 15434311 25.42
3IMAK120L 13468215 14.85 17058908 20.47 13615928 25.42
41MAK121L 12847568 14.85 16162361 20.46 11321390 25.41
5|MAK122L 13270267 14.85 16592017 20.47 12163047 25.42
6|MAK123L 14011618 14.85 17746187 20.47 12259251 25.42
7TIMAK123LMS 13572309 14.85 17071747 20.47 11452061 25.42
8|MAK123LMSD 13333959 14.85 16660605 20.47 10087002 25.42
9(MAK124L 13211329 14.85 16516926 20.47 12513693 25.42
10|MAK126L 13560145 14.85 17057359 20.47 12615473 25.42
11IMAKL127L 14099411 14.85 17559865 20.47 10780435 25.42
12|MAK128L 14047301 14.85 17433136 20.47 10372196 25.42
13|MAK116L 13771648 14.85 16870376 20.47 8611292 25.42
14|MAK117L 14060750 14.85 17370370 20.47 8827254 25.41
15|MAK118L 14317941 14.85 17359393 20.47 7521318 25.42
16
17
18
19
20
21
22
IS4 (PHN) = Phenanthrene-~dl0
IS5 (CRY) = Chrysene-dl2
IS6 (PRY) = Perylene-dl2
AREA UPPER LIMIT = +100% of internal standard are
AREA LOWER LIMIT = -50% of internal standard area
RT UPPER LIMIT = +.50 minutes of internal standard RT
RT LOWER LIMIT = -.50 minutes of internal standard RT
# Column used to flag internal standard area values with an asterisk
* Values outside of QC limits
page 2 of 2 FORM VIII SV-2 3/90
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Sample Preparation

information
(Not Applicable for VOA Purge and Trap Method)

Rev. 1.1

ARDL Inc Report Number 6616 & 6617 - Limu - Semivolatile 8270C Page 33 of 178



DATE : 04/ 01 /2014
CUST: Makau Military Reservation Oahu

SAMPLES: BLK; SP BLK; 6616-1 thru 8; 6617-1 thru 3

QC SAMPLE: 6616-4ms/msd

SOLVENT USED:

SURROGATE # 20006-050613

SPIKE # 16088

EXTRACTION METHOD:

3550

8270 BNA Tissues

MeCL, # 0000068488
REAGENTS USED: Na,SO, # 0000066287

CONC BN
CONC

SONICATION __ X__

250 PPM __X__AMOUNT 100 uL _ X__

FINAL VOLUME 1 mL

BATCH # B10179

ARDL # 6616, 6617

1000 PPM __X__ AMOUNT 25uL _ X__

MED/LEVEL DILUTION

EXTRACTION PERSONNEL: SMN, JAD, JWM
SPIKER: SMN WITNESS: JAD
SAMPLE # WEIGHT/G | pH | Vf SAMPLE # WEIGHT/G | pH | Vi
BLK 500g |- 1 mL 6617-2 5.02g |- 1mL
SP BLK 5.00 g ¢ “ 6617-3 5.02 g i} “
6616-1 5.02 g “ !
6616-2 5.00 g “ “
6616-3 5.02 g ) “
6616-4 5.01g ! ¢
6616-4ms 5.019 ! “
6616-4msd 5.01g ! :
6616-5 5.04 g ! “
6616-6 5.03 g ¢ !
6616-7 5.02¢g ¢ “
6616-8 5.01¢g ¢ “
6617-1 5.00 g ! !
RECEIVED BY:(L%K DELIVERED BY: ‘S/N\)

DATE: L’/HQD“'/

ARDL Inc

vl

DATE: H /(//"(
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Certificate of Analysis

110 Benner Circle . FOR LABORATORY USE ONL¥-READ MSDS PRIOR TO USE.
Bellefonte, PA 16823-8812 . .

Tel: (800)356-1688 Catalog No. : 31282 Lot No.: A071610

Fax: (814)353-1309

Description : Pyrene Standard
Expiration Date1: January 2017
) Handling: Sonicate ampule 15 minutes prior to opening

Storage: Room Temperature

|- % Uncertainty -

Jo B s e £ e e | 95% C.L.iK=2)
1 Pyrene 129-00-0 98% 999.600 ug/ml +/-0.59 %
Solvent: Methanol . 67-56-1 99%
Column:
[

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

Carrier Gas: . - . S S - e
hydrogen-constant pressure 10 psi. — — -
Temp. Program:
75°C {hold 1 min.) to 330°C | L
@ 20°C/min, {hold S min.) | .
Inj. Temp: 7 ' I~
250°C B 1
Det. Temp: g g
330°C 1 = L
- s R -
Det. Type: | B |
" ] L
: 0 5 10 . 15 20
Minutes,
bk R Z%AZ ‘ Manufactured under Restek’s [SO 9004-2000
Adam Clark - GA Analyst Date Passed:  12/02/2009 Balance: 1128342314 Registered Quality System
Certificate #FM80397

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

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

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

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

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

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

4 Uncertainties determined using repeatability and reproducibility data for balances and glassware from
measurement systems analysis methodology, batance and glassware tolerances, raw materlal purity, and,
where applicable, eccentricity and linearity values from an accredited calibration laboratory.
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| RESTEK

-~

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

Fax: (814)353-1309

Certificate of Analysis

www.Restek.com
FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.
-
Catalog No.: 31031 Lot No.: A082358

Description :

Container Size':"i— 2mk- - -

Expiration Date :

[ Y R A S

Solvent:

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

Carrier Gas:

hydrogen-constant pressure 10 psi.

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

Inj. Temp:
250°C

Det. Temp:
330°C

Det. Type:
FID

ARDL Inc

606 Phthalate Esters Calibration Mix

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

2,000ug/ml, Methanol, 1mlampule
- Pkg Amt:5- >4ml—-- -

October 2015 Storage: 10°C or colder

Elution Order

2 X . 3
Compound Percent Grav. Conc

o Purity [ (weight/ivolume). ... .. | .

Grav.Uncert, 4

Dimethylphthalate 131-11-3 99% 2,000.0 ug/mL . H-116
Diethylphthalate ' 84-66-2 99% ¢ 2,000.0 ug/mL | +/-11.6
Di-n-butylphthalate ' 84-74-2 99% ’ 2,000.0 ug/mL +/-11.6
Benzyl butyl phthalaté 85-68-7 .. 99% 2,000.0 ug/mlf +/-11.6
Bis(2-ethylhexyl)phthalate 117-81-7 99% 2,000.0 ug/ml +-11.6
Di-n-octyl phthalate - 117-84-0 99% . 2,000.0 ug/ml +/-11.6
Methanol 67-56-1 99% :
o
>
i o
o *
N
" — T S ;
0] 5 10 16 20 25 3t
Minutes
¢ Report Number 6616 & 6617 - Limu - Semivolatile 8270C

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

ug/mL
ug/mL
ug/ml
ug/mL
ug/mlL
ug/mL
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Reference Material Produrer
Certificata $3222.01

RESTEK e
{ ' 150 Guide 34 Accredited

110 Benner Circle
' Bellefonte, PA 16823-8812

Tel: (800)356-1688 3
Fax: (814)353-1309 m

[ACCREDITED)

Certificate of Analysis NN
Ifn | n\\\ Cortificate #2222.02

www.restek.com

FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.

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

Catalog No.: 31615 Lot No.: A092905

Description : GC/MS Tuning Mixture

GC/MS Tuning Mixture 1000ug/ml., Methylene Chloride, 1mlL/ampul

Container Size : 2mlL Pkg Amt: >1mL

Expiration Date :  January 2016 Storage: 10°C or colder

CERTIFIED VALUES

“_Emtion | T compound.. . e | __ Grav.Conc. Expanded Uncertainty,

T eE%CLiRE L

Order . . s o 7 T " (weightivolume) | P R

1,000.0 pg/mL +/- 5.8275 pg/mL Gravimetric
+- 352615 pg/mL Unstressed
+- 60.8566 pg/mb Stressed

1,000.0 pg/mlL +- 5.8275 pg/ml Gravimetric
+- 352615 pg/ml Unstressed
+- 60.8566 pg/mL Stressed

1,000.0 pg/mlL +- 58275 pg/ml, Gravimetric

{ 1 Pentachlorophenol
CAS#  87-86-5
Purity 99%

2 DFTPP (Decafluorotriphenylphosphine)
CAS#  5074-71-5
Purity  99%

3 Benzidine
CAS # 92-87-5 +/- 352615 pg/ml, Unstressed
Purity  99% +-  60.8566 jg/ml. Stressed

4 4.4-DDT 1,000.0 pg/mL +-  5.8275 pe/mL Gravimetric
CAS#  50-29-3 +/- 352615 pg/mL Unstressed
Purity  99% +/-  60.8566 pg/ml Stressed

Solvent:  Methylene Chloride
CAS#  75-09-2
Purity 99%
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fefesence Materis) Producer

. Certificata #3%; —— - -

RESTEK
(ﬁ T 410 Benner Circle - - - T -~
Bellefonte, PA 16823-8812
Tel: (800)356-1688

Fax: (814)353~1309

Certificate of Analysis’ TN (ACCREDITE
(amn Conifiate Em2R 0

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

www.Restek.com

Lot No.: A086821

Catalog No.: 31007
Description SV Calibration Mix #1
Calibration Std #1 2000ug/ml., Mefhylene Chloride, 1mL/ampul

Pkg Amt: > 1mL
Storage: 10°C or colder

Container Size : 2ml
Expiration Date :  Febyuary 2015

CERTIFIED VALUES

T G T B pandetr Uneerainty: o
= —{:,(9_5.0/2 CliKe2) . . ... . . .. . Zimezs

*“Eiution Compound

_omm—mn T (N (weighyvqlume)‘—'—_‘—t‘ -

( "1 Bemgylaleotol . 2,0000 wgml  +- 117371  ughul  Gravimetio

CAS#  100-51-6 +/-  43.8488 ng/mi, Unstressed
Purity  99% . .+~ 43.8488 ug/ml, Stressed

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

3 2-Nitroaniline 2,000.0 ug/mL +- 117371 ug/mL Gravimetric
CAS#  88-74-4 +- 43,8488 ug/ml, Unstressed
Purity  99% - 43,8488 ug/ml, Stressed

4 3-Nitroaniline 2,000.1 ug/mL +- 11.7379 ug/mL Gravimetric
CAS#  99-09-2 +H- 438519 ug/mL Unstressed
Purity  97% +/- 43,8519 ug/ml, Stressed

5 4-Nitroaniline 2,000.0 ug/mL +~ 11.7371 ug/ml, Gravimetric
CAS#  100-01-6 +-  43.8488 ug/mL, Unstressed
Purity  99% +-  43.8488 ug/ml, Stressed

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

of Analysis

7. 27 110 Benner Circle ~—

Bellefonte, PA 16823-8
Tel: (800)356-1688

812

Fax: (814)353-1309 ..

Catalog No. : 31008

Lot No.: A066336

I CFOR LABORATORY USE_ONLY-READ MSDS PRIOR TOUSE: -~ - ---—-

Descnptlon SV Calibration Mix #2

Expiration Date : March 2014

Storage: Refrigerate

. % Uneitainty. 4 .

< Biiion oider |

W 0~ AW N

10
11
12
13
14
15

Solvent:

Column:
30mx.25mm x.5um
RS (cat#10238)

Carrier Gas:
hydrogen @ 40cm/sec.

Temp. Program:
40°Chold 4 min.) to 200°C
@ 4°C/min. (hold 5 min.)

Inj. Temp:
250°C

Det, Temp:
250°C

Det, Type:
FID

ARDL Inc

c°’“'°°““°' ; : |@5% C.L:K=2)...
Phenol 108 95—2 9% 2,000.000 ug/ml +-0.63 %
2-Chlorophenol  95-57-8 99% 2,000,000 ug/ml +/-0.63 %
2-Methylphenol (o-cresol) 95-48-7 99% 2,000,000 ug/ml +/-0.63 %
4-Methylphenol (p-cresol) 106-44-5 99% 2,000.000 ug/m! +-0.63 %
2-Nitrophenol 88-75-5 99% 2,000.000 ug/ml +-0.63 %
2,4-Dimethylpheriol 105-67-9 99% 2,000.000 ug/ml +-0.63 %
2,4-Dichlorophenol ©120-83-2 99% 2,000,000 ug/ml +/-0.63 %
Benzoic acid 65-85-0 - 99% 2,000,000 ug/m! +-0.63 %
4-Chloro-3-methylphenol 59-50-7 99% 2,000,000 ug/ml +/-0.63 %
2,4,6-Trichlorophenol 88-06-2 99% 2,000.000 ug/ml +-0.63 %
2,4,5-Trichlorophenol 95-95-4 99% 2,000,000 ug/ml +/-0.63 %
2,4-Dinitroplienol 51-28-5 97% 1,999.946 ug/ml +/-0.63 %
4-Nitrophenol 100-02-7 99% 2,000.000 ug/ml +-0.63 %
4,6-Dinitro-2-methylphenol 534-52-1 99% 2,000.000 ug/ml -H-0.63 %
Pentachlorophenol - 87-86-5 97% 1,999.946 ug/ml +-0.63 %
Methylene Chloride 75-09-2 . 99%
o
«$¥
£=>3
P —
s 5
i ]
’ | |
| g i1 s?,ﬂ 1 |
5 16 ’ 15 20
il
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RESTE K

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

Certificate of Analysis
FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.

www.Restek.com

CatalogNo.: 31009 Lot No.: A083302

Deseription : SV Calibration Mix #3
SV Mix, CLP Method, Calibration Std #3, ZOOOug/ml CH2Cl2,
1mllampule

Pkg Amt 5 > 1 mk
Storage: 10°C or colder

Confainer Size : i 2 mkL
Expiration Date :  October 2014

Handling: Sonicate prior fo use.

- Ewonosr | _compouid | o8k | T iy | eolich
1 NNllIosoduneﬂlylamme 62-75-9 99% 2,000.0 ug/mL +-11.7371 ug/mL
2 B1s(2—chloroethyl)ether 111-44-4 99% 2,000.0 ug/mL +-11.7371 ug/mL
3 Bis(Z-chloroisoprop};l)ether 108-60-1 95% 2,000.0 ug/ml +-11.7371 ug/mlL
4 N-Nitroso-di-n-propylamine 61647 . 99% 2,000.0 ug/ml. +-11.7371 ug/mL
5 Bis(2-chloroethoxy)methane 111-91-1 99% 2,000.0 ug/mL +-11.7371 ug/mL
6 2-Chloronaphthalene 91-58-7 99% 2,000.0 ug/ml, +- 117371 ug/mL
7 Dimethylphthalate 131-11-3 99% 2,000.0 ug/ml, +#-11.7371 ug/mL
8 4-Chloropheny! phenyl ether 7005-72-3 99% 2,000.0 ug/ml, +-11.7371 ug/mL
9 N-Nitrosodiphenylamine 86-30-5 97% 1,999.7 ug/mL " 4/-11.7351 ug/mL
10 4-Bromophenyl phenyl ether 101-55-3 99% 2,000.0 ug/mL +-11.7371 ug/mL
11 Di-n-butylphthalate 84-74-2 99% 2,000.0 ug/mL, +-11.7371 ug/mL
12 Benzyl butyl phthalate 85-68-7 99% 2,000.0 ug/mL +-11.7371 ug/mL
13 Bis(2-cthythexyl)phthalate 117-81-7 99% 2,000.0 ug/mL +/+11.7371 ug/mL
14 Di-n-octyl phthalate 117-84-0 99% 2,001.0 ug/mL +-11.743 ug/mL
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senner Circle ~ FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE

RESTE K Cerflﬂcate of Analys;s |

110 Benner Circle

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

I

31010 Lot No.: AD78618

Catalog No. :
Description :

SV Calibration Mix #4 .
SV Mix, CLP Method, Calibration Std #4, 2,000pg/mi, CH2CI2,

1ml/ampule

ContainerSize: ° 2mL
Expiration Date : 1 March 2014

Pkg amt:® > 1mL
Storage: 10°C or colder

Handling: Sonicate prior to uss,
Pércent
1 Hexachloroethane 67-72-1 99% . 2,000.0 ug/ml " +/-0.59%
2 Nitrobenzene 98-95-3 99% 2,000.0 ug/ml +/-0.59 %
3 Isophorone 78-59-1 99% 2,000.0 ug/ml +/-0.59 %
4 1,2,4-Trichlorobenzene 120-82-1 97% 2,000.1 ug/ml +/-0.59 %
5 Hexachlorobutadiene 87-68-3 98% 2,000.2 ug/ml +-0.59 %
6 2-Methylnaphthalene 91-57-6 91% 2,000.1 ug/ml +/-0.59 %
7 Hexachlorocyclopentadiene 77-47-4 98% 2,000.2 ug/ml . +/—O.§9 %
8 2,6-Dinitrotoluene ' 606-20-2 99% 2,000.0 ug/ml +-0.59 %
9 Dibenzofuran 132-64-9 99% : 2,000.0 ug/ml . +-0.59%
10 2,4-Dinitrofoluenc 121-14-2 99% 2,000.0 ug/ml . +0.59%,
11 Diethylphthalate 84-66-2 99% 2,000.0 ug/ml +-0.59 %
12 Hexachlorobenzene 118-74-1 99% 2,000.0 nug/ml” +-0.59 %
13 Carbazole 86-74-8 98% 2,000.2 ug/ml +10.59 %
Solvent: Methylene Chloride 75-09-2 99%
Column:
20mx.25mm X,25um N
Rix-5 {cat.#10223) ' .
Carrier Gas:
hydrogen-constant pressure 10 psi. >
Temp, Program:
40°C (hold 2 min.) to 330°C ]
* @ 10°C/min, (hold 10 min.) : @
Inj, Temp: o
250°C B ] b N R
Det, Temp:
330C . T EA
: &
Det, Type: - .
Fip N J ‘ . 4
’ AR L} L3 T T T T T x A‘ L2 lx T T ¥ ﬁ‘l" T ]ﬁL T T T —‘ ¥ T L3
a a 1a 18 20 26 4
Minutes
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RESTE K

110 Benner Cnrcle .
Bellefonte, PA 16823.8812
Tel: (800)356-1688
Fax: (814)353-1309

Certificate of Analysis

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

Lot No.; AQ79674

Catalog No.: 31011

Desetiptiott : 8V Calibration Mix #5
SV Mix, GLP Method, Calibration Std #5, 610 PAH Mixture 2,000ug/ml,
CH2CR, imllampule

Container Size : i 2ml

Expiration Date:  March 2018

Pkg Amt:5_> 'l_ ml,
Storage:  25°C nominal

Handling: This productis Dhofosensiﬁve.
R i e e o
1 Naphthalene 91-20—3 ) 95% 2,()00.0 ug/mL +/-11.6276 ug/mL
2 Acenaphthylene 208-96-8 95% . 2,000.0 ug/ml, - +H-11.6276 ug/mL
3 Acenaphthene $3-32-9 99% 2,000.0 gl +1-11.6276 ughul,
4 Fluorene 86-73~7 P 99% 2,000.0 ug/ml +/+ 11,6276 ug/ml,
5 Phenanthrene 85-01-8 99% 2,000.0 ug/mL +-11.6276 ug/mL
6 " Anthracene 120-12-7 95% 2,000.0 ug/mnL +/« 11,6276 ug/mL
7 Fluoranthene 206-44-0 98% 2,000.0 ughnl, ~ +-11.6275 uginL
-8 Pyrene 129-00-0 99% 2,000.0 ug/ml +/~11.6276 ug/mlL
9 Benz(a)anthracene 56-55-3 99% 2,000.0 ug/mL +-11.6276 ug/mL
10 ! Chrysene 218-01-9 99% 2,000.0 ug/mlL +/~11.6276 ug/mL
11 Benzo(b)fluorafithenc 205-99-2 95% 2,000.0 ughnL +-11.6276 ug/mL
12 Benza(k)fluoranthene 207-08-9 99% 2,000.0 ug/mL, +-11.6276 ug/mL
13 Benzo(a)pyrene 50-32-8 99% 2,000.0 ug/mL . +-11.6276 ug/mL
14 Indeno(1,2,3-cd)pyrene ' 193-39-5 99% 2,000.0 ug/mL +/~11.6276 ug/mL
15 -Dibenz(ah)antlracene 53-70-3 99% 2,000.0 ug/mL +/-11.6276 ug/ml,
16 Benzo(g,h,i)perylene 191242 95% 2,000.0 ug/ml, +/-11.6276 ug/mL
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Reference Materal Producer
Certifimatada2220t

RESTEK wh
( ] ) ‘ 150 Guide 34 Accredited

110 Benner Circle

Bellefonte, PA 16823-8812 RN —y
Tel: (800)356-1688 Sa=% @
Fax: (814)353-1309 : HoiRE =L
| Certificate of Analysis Ny e
www.restek.com y U ;m\\\\\‘ e,

FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.

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

Catalog No.: 31030 Lot No.: A092934

Description : 605 Benzidines Calibration Mix

605 Benzidines Calibration Mix 2000ug/ml, Methanol, TmL/ampul

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

CERTIFIED VALUES

" Elution” 'COmpound : oo " Grav.Conc. - . | . Expanded Uncertainty - ‘
= Order- | <o eooemeem o moms—esicee—neeos - (eightivolome): [ (95% Cil Ke2) o o
( 1 Benzidine ) 2,000.0 pg/mL +- 117371 pg/mlL Gravimetric
CAS#  92:-87-5 ’ ' +/- 43.8488 pg/mL Unstressed
Purity  99% +-  43.8488 pg/ml, ~ Stressed
2 3,3"-Dichlorobenzidine 2,000.0 pg/mL +- 117371 pg/mL Gravimetric
CAS#  9194-1 +/- 43.8488 pg/mL Unstressed
Purity  99% ' . +/- 43,8488 pg/mL Stressed

coa s

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

-,
Stz
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Referance Materis] Prodycer
Certificata F3722.00

'RESTEK

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

e
7,

N

=N
N

’
l/’/

e

10

N
'/,

L73

Certificate of Analysis

FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.

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

Testing Laboratory

7 / //\\ N
by Certlficate £3222.02

www.Restek.com

CatalogNo.: 31013 Lot No.: A086710
Description : SV Calibration Mix #7 )
Calibration Std #7 2000ug/mL, Methylene Chloride, 1mlL/ampul
Container Size: . 2mL Pkg Amt: >1mL
Expiration Date :  February 2015 Storage:  10°C or colder

CERTIFIED VALUES

Elution "Compound Grav. Conc, : Expanded Uncertainty

oo =~ (weightivolume)- - |- -~ (95%C.L.iK=R)— —
2,000.0 ug/mL - 117371 ug/mL Gravimetric

) ]
4
.
D
=

|
!
!
|

( 1 - 1,3-Dichlorobenzene

: CAS#  541-73-1 +- 24.1603 . ug/mL Unstressed
Purity  99% +- 27.2485 ug/mL Stressed

2 1,4-Dichlorobenzene 2,000.0 ug/mL +- 11.7371 ug/mL Gravimetric
CAS#  106-46-7 +- 24,1603 ug/mL Unstressed
Purity  99% +- 272485 ug/mL Stressed

3 1,2-Dichlorobenzene 2,000.0 ug/mL +- 117371 ug/mL Gravimetric
CAS#  95-50-1 +- 24.1603 ug/mL Unstressed
Purity  99% +~ 272485 ug/mL Stressed

Solvenf:  Methylene Chloride : -
CAS#  75-09-2
Purity 99%
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AC ED .
150 Guide 34 Accredited
Reforence Material Producer
Cerifiate$32220t

- RESTEK

110 Benner Circle

Bellefonte, PA 16823-8812 o,
N \\_J/ Ve
Tel: (800)356-1688 S

Fax: (814)353-1309
- . T NS

Certificate of Analysis Vs

Heh vy cate £3222.0%

www.restek.com

FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.

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

Catalog No.: 31063 . Lot No.: A093841
Description : Acid Surrogate Standard Mix (4/89)

Acid Surrogate 4/89(SOW) 10, 000ug/mL, Methanol, TmL/ampul
Container Size : 2ml Pkg Amt: >1mL
Expiration Date:  March 2021 Storage: 10°C or colder

CERTIFIED VALUES

- Grav. Conc. Expanded Uncertainty

© " Elution

Compound .
e | (weightivolume) ~ | (95% Gl K=2) - —~-- - - -

( 1 2-Fluoropheno] 10,000.0 pg/mL +- 585522 pg/mL Gravimetric
CAS#  367-12-4 +- 2659894 pg/mL Unstressed
Purity  99% +- 3268797 pg/ml Stressed

2 Phenol-d6 10,000.0 pg/mL +~ 585522 pg/ml Gravimetric
CAS#  13127-88-3 +- 2659894 pg/mL Unstressed
+/-  326.8797 pg/mL Stressed

Purity 99%
3 2,4,6-Tribromophenol 10,000.0 pg/mL +- 585522 pg/ml Gravimetric
CAS#  118-79-6 +/- 265.9894 pg/mL Unstressed
Purity  99% +- 326.8797  pg/mL Stressed
Solvent:  Methanol
CAS#  67-56-1
Purity  99%
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Reference Material Produzer
Cetifiata#32220t

TR @
RESTEK | i
‘ IS0 Guide 34 Accredited

110 Benner Circle

Bellefonte, PA 16823-8812 _ NN, sy e T
Tel: (800)356-1688 SOl @
Fax: (814)353-1309 m e, =S W i
NGNS 50‘170225“3; it
www.Restek.com Certificate of AnaIySIS )"/n[m\\\\‘\\“ Cosona toemien

FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.

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

Catalog No.: 30409 Lot No.: A089859

Description : Pyridine Standard

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

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

CERTIFIED VALUES

Grav.Conc. . |~ Expanded Uncertainty -~ "~

- Elution | - _ Compound " . _ . [°_ Grav.Conc. . | ExpandedUncertainty ~.- " "
o Order | ' _ .. (weightivolume) ~ ~ |~ (8% CLiK=2) ~ -~ " T
( 1 Pyridine 2,000.0 pg/ml, +/- 11.7371 pe/ml Gravimetric
' CAS#  110-86-1 +- 87.4997 ug/mL Unstressed
Purity  99% +-  89.4134 pg/ml Stressed

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

110 Benner Circle FOR LABORATORY USE ONLY-READ MSDS PRIOR TO USE.
Bellefonte, PA 16823-8812
’ g : .: A071936
Tel: (800)356-1688 Catalog No. ; 31496 Lot No.: AO71
Fax: (814)353-1309

Description : Azobenzene Standard
Expiration Date1: December 2014 Storage: Refrigerate

: -Percent Concentration 3 |-% Uncertainty
—-ElutionOrder___|_ Qomnqund ——— e Py | (weightvolume) | (95% CilsyKe2) T
1 : Azobenzene 103-33-3 95% ' 999.400 ug/ml +-0.59 %
Solvent: Methylene Chloride 75-09-2 99%
Column:
1

30mx.25mmXx .25um .
Rtx-5 {cat.#10223) o

Carrier Gas:
hydrogen-constant pressure 10 psl, i ~

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

Inj. Temp:
250°C

Det. Temp:
330°C = C

Det. Type: |

ey

L , R
0 5 10 15 20
Minutes

A AL Manufactured under Restek's ISO 9001-2000
Adiart Ciavk —GA Analyst Date Passed:  12/19/2009 Balance: 1128342314 Registered Qualiy System

Certlificate #FM80397

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

Certificate of Analysis

Semi-Volatile Base-Neutral Surrogate Spike Mix

CATALOG NO.: 48935

LOT NO.: 1.C01909

SOLVENT: METHYLENE CHLORIDE

(1)
(2)
(3)

(4)

CAS

ANALYTE (1) NUMBER
NITROBENZENE-D5 4165-60-0
P-TERPHENYL-~D14 1718-51-0
1, 2-DICHLOROBENZENE-D4 2199-69-1
2-FLUOROBIPHENYL 321-60-8

Listed in alphabetical order.

Determined by capillary GC—FID,vunless otherwise noted.

MFG DATE:

EXPIRATION DATE: Jul-2016

PERCENT WEIGHT (3)
PURITY (2)

99.9
929.9
99.9
99.9

1002
1003
1003
100
0}

Jul-2013

CONCENTRATION

1048
1020
1047
1049

ANALYTICAL (4) STD SUPELCO

DEV LOT NO

+/- 11.4 LB83753
+/- 5.3 LC01817
+/- 15.1  LB83146
+/- 5.7 LB83498

NIST traceable weighta are used to verify balance calibration with the preparation of each lot.

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

tainty based upon balance and

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

replicate injections.

Duane. Funk.

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

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

SUPELCO

Solutions within.”
595 North Harison Road
Belieforte, PA  16623-0048 USA
Phone (814) 350-3441

Report Number 6616 & 6617 - Limu - Semivolatile 8270C
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TraceCERT®

Traceable Certified Reference Materials

o

SUPELCO

Solutions within.”
5965 North Harrison Road * Bellefonte, PA
16823-0048 USA - Phone(814)369-3441

Certificate of Analysis

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

Part Number: CRM48902

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

Analytical Method Parameters:

Column; SPB-5 30m x .53mm x 1.5um

100°C (2 min) to 310°C (8 min) @ 10°C/min

Detector: FID, 310°C
Injection Volume: 1.0ul

FID2 B, FID2B, Back Signal (012BD000043.D) o
PA ] "

1200

1000:

800

600

400

200

0 + L.___L L k_‘ (. . J L——J
1..Ié..,1,o....1,5....2,0.. ....3,0..,@
Certified Expanded
Lot CAS Certified Gravimetric Uncertainty Analytical Conc,
Elution Analyte Number Number Purity % Cone. pg/ml pg/mi pg/ml
1. 1,4-Dichlorobenzene-D4, CRM LB94999 3855-82-1 99.9 1998.5 +3.9 2009.6
2, Naphthalene-D8, CRM LB94261 1146-65-2 96.3 1999.6 +3.9 2090.2
Intemnal Standard N/A N/A N/A N/A N/A N/A
4, Acenaphthene-D10, CRM LB93879 15067-26-2 99.9 1997.6 *1.7 2019.0
5. Phenanthrene-D10, CRM LB95000 1517-22-2 98.7 1974.5 2.6 1975.5
6. Chrysene-D12, CRM 1LB93880 1719-03-5 98.8 1976.2 +8.0 1901.1
7. Perylene-D12, CRM - LB95001 1520-96-3 99.7 1994.0 +7.9 2018.6
Notes: ‘
Produced in double accredited
ACLASS ACLASS laboratory fulfulling Page 10f2
ACCREDITED ACCREQITED ISO/IEC 1 7025 and
TESTING REFERENCE MATERIAL PRODUCER .
ISO Guide 34 °
Cert# AT-1607  Certl AR-1606 SIGNMA-ALDRICH
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APR/01/2013/MON 01:03 P < FAX Mo, ‘ P. 001

N G T F B ERS-077
.Cermiant. ~ - | BRINTII01

Revision 2

Anqlyticed Reforaned Siandords

a SIGMAALETH aompany
S Page 1 of S
Certificate of Analysis — o
: " fbolee Troed
" 150 Ya484.
" Laso.fam

8270 LCS Mix

Catalog Number: ERS-077

Solution Lot ERIT171(-0] .

Expiration Dates November 2016 - R (

Solvent; Methanol,.Methylaue chloride: Benzene*(70::25..5)

Volurms per Ampule: Nat less than § mL

Storage; Store in freezer.

Handling: ; Sonicate for 5 minutes before uss, -

Intended Usge: ' Por laboratory use only N()t su:,table for humdn or 'mimal cbnsumption

'\-
RYAEAY)

i W?l%(;i}l‘qux) o

Safety; K Bk
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¢ Ampulesars overfi Hud(. tmsurc 1 mmm
before diluting to the dcsuud com,cntrz;tx

Sy

Traceabilily

+ Gravlmctrmally prepared usmg‘quahtmd balancea cnlxbl‘amd ,sqm £,
verifigation performed woekly ind prior fo t;ach use utilizing NIS‘I"«[:pcwbluwughts. Bach balane i
- by Mettlor Toledo laking into consideratio .’l)w balancs and installed onvironmental condmmm lo cﬁ“urc wclghmg complies with [JSP

tolerahces of no more than 0.1% relative errofs
+ Concentration is verified against aiy independently prepared calibeation solutiol ima *éti*ically prepaved using balances calibrated to NIST,

Cerilliant certifies that this standard meets the specifications stated in this certificate and warrants this praduct to meet the stated
acceptance criteria through the expiration/rerest date when stored unopened as recomimended. Product should be used shortly
after opening to avoid concentration ohanges due to evaporation. Warranty doses ot apply to ampaules stored after opening,

)@xob. ‘Eé?a,m May 16, 2012

Lara Sparks, Quality Assurance Director Date

MEARHRN A AL RIAL PRI GH-

Ceriliant Corporation 811 Paloma Drive, Suite A, Round Rock, TX 78665 80Q-848-7837 / 512-2289974
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APR/01/2013/MON 01:03 PM FAX No, P, 002

ERS-077

~BRj11711-01

Revision 2

Page20f5

CAS Chemieal Molegular Cliromatographie

Coraponent Lot Number Number Fornmln Weight Purity Concentration
Acsenaphthens 29697-41 83-32-9 CppHyy 154,21 99.89% 200 pg/ml,
Acenaphthylene ER030707-01 208-96-8 Crafla 152.2 99.06% 200 pg/ink
Acetophenons 313-1807 9886+ CalhO 120.15 99.39% 200 pg/mL
Aniline BB 1265 620533 TN 9313 £9.99% 200 pg/nil.
Anthracene ERO61407-04 120-12-7 Cityy 173.03 99.24% 200 pg/nl,
Azabenzene 004554 103-33-3 CpHiy 18222 98.97% 200 pgfnl
Benz(a)anthracens ER121707-01 56-55-3 CigHyy 228.29 99,12% 200 pg/mL
Benzidine' PROB1108-03 92-87-5 CigHizN; 184.24 99.96% 200 pg/mlL
Bonzo(b)luoranthens ERO22008-02 205-99.2 Cullig.: 353,39 $9.95% 200 pgfnl
Benzo(k)fluoranthene BROG1608-02 207-08-9 Cull 252.32 99.96% 200 pg/ml.
Benzo(g,h,porylens BERO20708-08 191-24-2 CyHyy 576;34 99.29% 200 pg/ml
Benzo(a)pyrene ERA71309-02 50-32-8 Cullyy 252,32, 99.55% 200 pg/ml
Renzaic avid PROYOING-O1 65-85-0 CyH0s 122,12 99,99% 200 pg/mL
Renzyl aleahol © - - B-1963 100-51-6 Qo0 108.14 ~99.24% 200 pg/mL
Siphertyl BHER_053_9710¢ 92:52-4 CpHia 15421, 99:70% 200 pg/mi
1ig(2-chlorocthoxy)methune PO04590 NN CsHi0:Cla 175.04 97:68% 200 pg/inL
Ris(z-ohleroethyleter PER,_456,102708 . -:111-44-4 CiH0Ch 143,01 99:75% 200 pg/ml,
Bis(1-chloroisopropyljethor  © FROTIIIOOL,.+ | “I0860-]  * GHu0Ch, 17107 99.3%% 200 pg/mL
is(2-sthylhexyl) phthalate - pOO4582 L 4 11’7;8)\7 " :‘:C‘)MI'[MO., 390.56 9 1% 200 pg/mL
4-Bromophenyl phenylother — * | P004550 . V1554 .. " Ci,0Br 249.11 200 penl
Butyl benzy! phihalste L. UEB2108 - 51687 - o eR 312.37 200 pefmt,s
Carbazalo - PA04638 WUl L dgHN 167.21 200 pgml,
p-Chlareaniling BRSO T dliATE L CHANCL 127.57 200 pg/ml.
d-Chloro-3-methyl phenol © PRO6O&OT-OL © 58507 GO0 | 142 200 pg/mL
2-Chloronaphthalens .+ PD0O4640 D1-58-7 Cylt,Cle - r6Ri620 oR2 200 pg/mL
2-Chlorophenol " -PROGOKO7-02 “gsam, Q06! [ Y 12856 59:45% 200 pg/ml.
4-Chloropheryl phenylether ~ * DO04AS9 7005:72-3 CuH001- © 20466 . 88.13% 200 jg/m,
Chrysens BR120810-02 218-01-9 CiHa ' 228,29 | 98.66% 200 pg/mL
Dibenz(a.hanthravene BR102009-05: -+ 53703 CanHyy 278,35 v 99.83% 200 pg/mL
Dibenzoturan POD4S52 " A12.64-9 CiaHy0 . a8 99,49% 200 pg/nl
Di-n-butyl Phihalace POR454 1 4 CublnOy -+ 278,35 99,72% 200 pg/ink
1,2-Dishlarobenzenc ER-2097 95-50n" ' CaH:;Clg:- 147 99.47% 200 pg/ml,
1,3-Dichlarabenzene ER-1908 541+73+1 CaH,Cly 147 59.63% 200 pg/ial,
1,4-Dichlerabenzens PER_226_104287 106+46-7 eyl 147 99.98% 200 pg/inls
3,3°-Dichlorebenzidine HR083107-03 91-94-1 CH,ClyNg 253.13 99.67% 200 pg/mL
2,4-Dichlarophenal FO04712 120-83-2 CsH,OCh 163 99.07% 200 pg/mb
2,6-Dichlorophonal PO04533 87-65-0 CsH,0C, 163 99.95% 200 pg/mb
Dicthyl Phthalate PER_096_102706 #4-66-2 CyyHi404 920,24 99.96% 200 pg/ml
2.4-Dimethylphenol P004557 103-667-9. CyHO 122.17 99.62% 200 pp/ml
Dimothyt Ehthatate EB-1774 134113 ChoHya04 194.19 99.94% 200 pe/mL
2 4-Dinitrophenol PR062607-03 51-28-8 CgHaN; 04 184,11 99.84% 200 pg/mi
2,4-Dinitrotoluene BB-1379 12)-14-2 CHNO, 182,14 99.00% 200 pe/mL
2,6-Dinirotoluens PER_083_93401 606-20-2 CHgN:0y {82.14 99,59% 200 pg/ml
[Dinogseh ER110209-01 88-85-7 CoH2N:04 240.22 499,96% 200 pg/ml.
Di-n-notyl Phrhalate PROS2710-01 117-84-0 CyyHaz04 150.56 99,37% 200 pgfnl.

Ceiiltianf Corporatien

ARDL Inc
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Reavision 2

Page 3 of§

. CAS Chewdenl lolernlar Chromatagraphic

Component J.0f Nuarher Nunihor © Formula Weighi Purity Cancontration
Diphenyl ether ~ PO04TIS 101-84-8 CHu0 17021 99.98% 200 pg/mL
1 A-Dioxanes PROS2400-05 123911 CHO; 88.11 99.95% 200 pghnl
2-Bthoxyethanol PER_052_102546 . .110-80-8 C4HO0, 90.12 99.96% 300 ppfol
Fluoranthens PN111910:02 -206-44-0 CieHig 20226 98.45% 200 pg/mL
Fluorens 3500129 86737 CaHyy 166.22 98.95% 300 pg/inl.
Hexachlorabenzeng PO04546 118-74-1 CsClg 284.78 49.71%4 200 pg/mL
Hexachlora-(1,3)-butadicne PH41§19. 87-68-3 C4Clg 260.76 57.28% 200 ug/mL
Hexachlorocyelapentadions PROS&1Z[0-01 77-47-4 4Clg 2.0 06.84% 200 pg/ml
Haxgehloracthane EB-2003 G772+ C;Cl 236.74 $9,57% 200 pg/ml,
Hexachlorophens ! P004384 70-30-4 ©131,0,C) 406.91 94,70% 200 pg/ml,
Hexachloropropens 138-1977 isga-717 244,75 96.66% 200 pg/ml,
Indeno(1,2,3.0.d)pyrene ERO82107:02 193-39-5 376,34 99.42% 200 pg/wLe
Isophorone L1778 138,21 200 pg/mL
2-Methyl-4.6-dinitrophenol b by 200 pg/mL
2-Methyinaphthalene 20, 200 pg/imL
2-Methylphenol - !06“14;" 5% 200 pg/mL
4-Methylphenol . PBR 016 99793 108,14 959 aé% 200 pgfiiL
Naphthaleno PROSOMO ¢ 9]»20»3 CialTy 128,17 99 38% 200 pg/mL
2-Nitroaniline CROD46R2 88-74-4 . C‘;PIGN;,OZ 138.13 $0.66% 200 pg/ml
3-Nitropniline " RO4543 99-09-2 CHaN,04 138.13 99.56% 200 pg/ml,
4-Nitropniline EB~1796 100:01-6 CeHN,0, 138.13 90.99% 200 pg/ml.
Nitrobenzene PRO90310-01 98-95-3 CglisNO, 123.11 $9,.96% 200 pg/ml,
2-Nitrophenol * PRO60807-03 88 75-5 CytHNO, 139.11 99:.'8..4‘% 200 pgfnl
4-Nitrophenol P004713 CHNO 13641 99.59% 200 pg/ml.
N-Nitrosadi-n-butylamine CoHydh. . 7 1584 % 200 pg/ml
N-Nitrosodiothylamine ] BT s S [ R ) 200 pefml
N-Nitrosodimethytamine '1‘)004569 Ghlrgo: . | ﬁlﬁmﬁo "74.08  1100:00% 200 pg/mL
N-Nitrosodi-n-propylamine PO4GHD - 62647 GHNO 130,19 et 99.95% 200 pg/mL
N-Nitrosodiphenylariine PRI02E06-01° 86-30-6 CafieN,0 19842 " 96.79% 200 pg/mL
N-Nirogomethylethylamine PRO73110-02 10595-95-6 © GHN,O LY 99.41% 200 pg/mL
N-Nitrogopiperidine PO0ASAS 100-75-4 CsHioN,0 114,15 99.45% 200 pg/mi,
N-Nitrosapyrrolidine PO04SS) 930-55-2 CHRL0 100,12 99.94% 200 pg/ml,
Pentachlorobenzens POOA714 6D8-92-5 C;,I-‘[C],- 250,44 99.56% 200 pg/ml,
Pentachloroethans ERA1954 76-01=7 CuHCls 202.29 98.30% 200 pg/nl,
Pentaehlorophenol POO4TI6 87-86-5 CeHQLO 266,34 98.76% 200 pgiml,
Plhenanthieno ER042805-02 85:01-8 Cullyy 178.23 99.19% 200 peg/ml
Phenel PR092309-03 108-95-2 CHgO 94.11 95.97% 200 pginL
Pyrone ERO50308-03 129-00-0 CieHy 202.26 99.47% 200 pg/mL
Pycidine PER 039_102530  110-86-1 CHMN 79.10 99.95% 200 pe/mL
1.2.4.5-Totrachlorobenzene EB-1955 95-94-3 CyH,Cly 215.89 99.34% 200 pg/mL
2.3 4.6-Terachlorophenol BR100206-0] 88902 CeHyCLO 231.89 99.28% 200 pg/mL
1,2 4-Trichlorobenzens EB-1677 120-82-1 CeHCly 18145 59.73% 200 pg/ml.
2.4,5-Trichlorophenol PRO40307-02 95-95-4 G010 15745 98.20% 200 pg/mi.
2,4,6-Trichloraphenal 004555 . 88-06-2 CetCHO 197.45 98.95% 200 ug/ml.

' Dus to stability problems, it ia resommended not to wse this analyte for quantitation.

Ceriliont Carparation 811 Paloma Drive, Suita A, Round Rock, TX 78665
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P, 004

monitaring 25 eomponenid listed in the table above, inoluding Method 8270 Check Compounds (CCC) and at least one analyte from each stock,

ERS-077
ER111711-01
Revision 2
Page 4 of §
Standard Solution Assay Parameters Calibration Curve
“Analysis Method: GC/MS éalibn-nxtioxx Copye: [Anear chmﬂ#l’ﬂn
Colymu: DRB-Sms, 30m x 0,25 mm ID, 0,25 pm {ilm thicknesgs Numbar of Polnts: t
Teinp Proguram: 40°C (hold 2 mins) to 300°C at 10°C/min (hold 7 mins)
Lujectar Tamp; Coal on-column
Detector Temps 280°C
Solution Standard Verification and Homo geneity
. Verified (‘onccn(rmion Y%RSD - Homogeneity
Compound p/ml Actepinnes Criterin Yo Atseptanse Criferia
Acehaphthens 1907 + 10% 0.7 < 5%
Benzo(a)pyrene 190.4 + [0% 1.3 5%
Benzyl alcohal " 190.0 & 10% 3.1 55%
Bis(2-cihylhsxylyphthalate 189.0 ) - 10% "B 36, . < 5%
Carbazols AL HE 10%! a ) 3.9 N <5%
4-Chlaroaailing . ' ‘ + 10%: ';. o 4.1 ‘ o <5%
4-Chlaro-3-methyiphenot . % 10% i, 2.7 A ; %5%
Dibenzofiran " 4 10% 1,1 i :-" : 55%
1,4-Dichlorobenzeng : N w T -, 10% 1.2 ) <5%
3,3"-Dichlorobenzidine s "R 10% 2.4 <5%
2.4-Dichloropheno! 11893 co ) 4 10% 2.2 <5%
2,4-Dinitrotofucne 129.4 & 10% 4.1 <5%
Di-w-oetyl-phthalats 19,7 . & 10% 1] 25%
Pluoranthens ;190,8. o . . % 10% 2,2 <5%
Hexachloro~(1,3)-busadiono” | g L £ 10% < 5%
[sophorons ' : LV w 10% <5%
2-Methylnaphthalens : { 5 5%
3-Nitroaniling o 188.1 S5%
2-Nitrophenol B 196.8 <5%
Nitrobenzens 192.3 - - 5%
N-Nitragodi-n-butylamine Y 198.8+ + F0% < 5%
N-Nitragediphenylamine 149,8 K 4: 10% 2.4 < 5%
Pentachlorobenzeno 138.1 2 10% 1.4 <5%
Phenol 1911 + 0% 14 £5%
Pyridine 189.8 * 10% 26 < 5%
+  Concentration is verified through multiple analyses and is caloulated as the average of mulifple analyses compaved to an indepondently
prepared oalibrarion solution.
+ Momogeneily is encured through rigorous production procsss confrals statistically analyzed to evaleate risk and verified by analysis; The %RSD af
stmples pulled from across the lot demonstrate homogeneity.
+ Thisstandard was prepaned trom six stosks that have been verified for accuracy and homogoncxty Yerification of this standard was perfonned by

Cerilliant Corporation

ARDL Inc

811 Paloma Drive, Suite A, Round Rock, TX 78665
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COA Revision History
_ Revision No. Dato . Reason for Revision

00 12/21/2011  |Initial version

0l 41172012, [Misaing footnoté wag addad.

Added statement that solution shoyld be sonicated prior (o use,
02 5/16/2012,  |Corrected "Bis(2-chloroisopropyl)ether! (CAS 108-60-1) to "Bis(1-chloroisopropyl)ether”
‘ o

Cerilllont Corporation 811 Paloma Drlve, Sulte A, Round Rock, TX 78665 200-848-7837 / 5122389974
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Ce jltia n”ﬁ’“'

/\nn(yﬁctxi Raromnce Standords
A SIENAALEINITH spaipany

P. 001

~ ER§-077
BRITI711-01
Revision 2
Page 1 of 5

Certificate of Analysis — “wwee

8270 LCS Mix

Catalog Numbert ERS-077

Salution Loty ERITI7TI01

Expiration Dates November 2016 -

Solvent; , Methanol.,Met’ny!eue ohlol'lde Benz’ene (70::25 ..S)
" Volrne par Ampule- © NoflessthanSml ~ ~

Storage; Store In freezer.

Handlingz Sonicate for 5 minutos-befbre usé, -

Intended Uge:

Safety; oy qun"na}pl‘WCV‘QH]Oan no

+ Bxpirarion Date hag beg é\éxabl ished rhrbil)%
+  Ampulesars overfi Hcd(, m'l'surb am im'nﬂ;i’x
befors diluting to the dcsumd comcntm;cu

_"}“-‘ .

Traceabitity :.' .

15’0 73485

For ldboratm'y usa Only Not, smtablm for humdn or anfmal ctéusumptmn

Standard solution

+  Gravimetrieally prepsred ‘!sfng quahtmd balancod salibitdd ] ,sq

tolevahoes of no more than 0.1% relative ercoty

verification perfarmed weekly and prior) qu:qcrh use utilizing NIS‘I‘!{qmqap;cwmghts Each ba(anrm-
- by Moitlor Toledo laking inte considendiians me balance and Installed onvironmental condxthns m'aﬁvnm wmghmg complies with [JSP

+  Concenvitiion is verified againat it independently propared c'xlibrauon wluuon i w‘w‘methcal]y prepaved using halances ealibrated ta NIST,

Cerilliant eertifies that this standard meefs the specifications stated in‘this certificate and warrants this praduct to meet the atated
acceptance critoria through the expiration/retest date when stored uropened as teconmended, Product should be used shortly
after opening to avoid concentration changes due to evaporation. Warranty doss not apply to ampoules stored after ppening,

HEAHGAR .

May 16, 2012

: ‘ © " "Lara Sparks, Quality Assurance Dlrector

Ceriliant Corporation

"ARDL Inc
0

Report Number 6616 & 6617 - Limu - Sem

/

811 Paloma Drive, Suile A, Round Rock, TX 78665
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P. 002

APR/01/2013/MO0N 01:03 PU FAX No,

ERS-077

BRIT1711-01

Reviston 2

Page 2 of'5

CAS Chemieal Moleoubir Chromatographie

Coraponent Lot Number Number Rormula Weight Purity Congentration
Acenaphthens 29697-41 " 83-32-9 CpHyu ™ 154,21 99.89% 200 pg/nt,
Aconaphthylens ER0O30707-01 208-96-8 oy 152.2 99.06% 200 pg/inl,
Acttophenons 13531807 OB~8642 Cal O 120.138 99.39% 200 pg/ml.
Aniline BB-12G5 624533 TN 9313 09.99% 200 pgfnl,
Anjhracena ER061407-04 120-12-7 Cuty 178.23 99.24% 200 pginl
Azabenzena 1004554 103-33-3 CsHphy 182,22 28.97% 200 pg/ml
Benz(a)anthracens ER121707-01 56-54-3 CeHys 32899 . 99,129 200 pg/ml
Benziding! PRO81108-03 92-87-5 f:'-,'zHuNz 184.24 99.96% 200 pg/mk,
Benzo(b)ivioraniion ER022008-02 205-99-2. Cotiy. 252.92 09,05% 200 pg/nl.
Benzo(k)fluoranthene BRO61608-02 ~ 207-08-9 Gyl 252,32 99.96% 200 pg/ml

Benzo(xhipsdiens BROZOFOEAS T T T I9TEART T T UnpHm  27EE T 092e% T T Hbjml

Benzo(a)pyrene 13R071309-02 50-32-% Cguﬁu 252,32, 99.55% 200 pg/ml,
Renzaic avid £ROS0304-01 65-25-0 01, 122.12 99,99% 200 pg/ml
Renzyl aleohol * < BR-1963 100-51-6 QO 108,14 +99.74% 200 pgfal
Siphenyl PRR 053 97100 92-52-4 sy 15421 99:70% 200 pg/mle
13is(2-ohlorocthoxymethans PUOQ4S9Q 11491t CstihCla £73.04 ?'%f!‘él'a% 200 pglails
1is(2-ohlerosthyl)ether PER”AS&J,O_Z’fOB' v “T11:44-4 CHOCH 148,01 99:75% 200 ppjutls
i l-chlornsopropyliethor  * PROTBIIQOT,.+ | "I0860:)  * (300, 171.07 99394 200 pg/ml,
Bls(z-ethylhoo)) pitbalato . POOMSER " 175 T b0y 390.56 200 e/
4-Bromophenyl phenyl othee | “Pooassg . - :§ * ChsH, 0By 249.11 200 peink
Byl benzyl phikalste _,,"_;E'SBJ2108 o7 .i;,::._-'-~;'@\",zngoo, 312.37 200 pgmls
Carbazalo ~ P004638 _ LGN 167.21 200 g/l
p-Ghlorogniling WEBA801 ol dUs 47 L CHANCL 127.97 200 pg/m,
4-Chlore-3«methylphenal *+ PRO60GOT-OY, - ' 56:50-7 CALOCL | 1amds 200 pg/mlL
2-Chloronsphthalens - P004640 .'9!-53-7 Cpll,Cl ' Gz 2 200 pg/mbL
2-Chlorophenol *. “BROG0R07-02 V95578, QaLogl, 1V 1286 5945% 200 pghal
4-Chlorophenyl phenylether 2004659 7005723 Culoar - 20468 . hee 3% 200 g/,
Chrysene BR120210-02 212-01-0 "Gl 228,29 © T 4B66% 200 pg/mL
17ibe:ng(a.h)muhmome BR10Z0GS-BE: - . 53703 ook 20835« 99.83% 200 pg/mk
Dibenzofuran 004552 L ALRA64-9 Cy3Hy0 . 168197 99.49% 200 pg/mk,
Di-n-butyl Philialaco POR454] N TE VR CutlOy - &« 27835 99.72% 200 pg/inks
1,2-Dichlorobenzens kEB-2097 95-50n1"* CalCly 147 99.47% 200 ug/mi,
1,3-Dichlorobenzens FB-1908 541731 " e, 147 99.63% 200 pg/nl,
1,4-Dichilorabenzers PER_226_104287 106467 CeHLCly 147 99.98% 200 pg/ml.
3,3%-Dichlorobenzidine FRO83107-03 91.94-1 Crl1 oGl 253,13 99.67% 200 pp/ril.
2,4-Dichlerophenel POQ4T12 120-83-2 CH,OCl 163 99.07% 200 pg/ral
2.6-Dichlorophenal POO4533 87-65-0 CgH,0Cly 163 99.99% 200 pg/ml.
I3iothyl Fhthalate PER_095_102706 R4-66.2 CyHi0, 920,24 99.96% 200 pg/inle
2.4-Dimethylphono! P004SS7 105-667-9. GH,0 122,17 99.62% 200 pg/ml
T2inethy! Phihalate EB-1774 1311143 CHy04 i94.(9 99.94% 200 po/ml
2 ,4-Dinitrophenol PR062607-03 51-23-3 CgHaNy0;5 {8411 99.44% 200 pa/ml
2.4-Dinitrotolushe BR-1379 [21-14-2 CyH N, 182,14 94.00% 200 pgfml
2,6-Dinfiratoluens PER_083 93401 606-20-2 CyH N0, 182.14 99,50% 200 pgfml
inosch ER110209-01 $8-85-7 CeH1hL04 240,22 29,96% 200 pgfml.
Di-n-gety] Phihalate PRO92710-01 117-84-0 CauHi04 350,56 99,37% 200 pgfl,
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P, 003

APR/01/2013/MON 01:03 PM FAX No, -

BRS-077

ER111711-01

Reyision 2

Page 3 of' 3

. CAS Chemiunl Moleeotar Chromatographia

Component 1,08 Nuvinher Numbor " Formula Welght Purity Conepntration
Diphenyl sther PO0471S 101-84-8 C 30 17021 99.98% 200 pg/mk
1,4-Dioans " PROS2409-05 123911 CyT60, 88.11 99.95% 200 pghnl,
2-thoxyethanol PFER_052 102546 . .110-80-9 CH,0; 90.)2 99,96% 200 p/il
Pluorantheno PN111910:02 -206-44-0 © Cetyg 202,26 98.45% 200 pg/ral,
Fluoreno 35001.29 86737 Csfye 16622 04.95% 200 pg/ink.
Hexnohlorabenzeng P004546 118-74-1 C4Clg 284.78 99.71% 200 pg/ml,
Hexachiora-(1,3)-butadicne T141819. 87-68-3 CiClg 260,76 97.24% 200 pg/ml
Hexachlpraoyclopentadione PRO8I210-01 17-474 CsClg 272,81 06.84%4 200 pg/ml
Hexachlorogthans EB-2003 67721 leX i 236.74 99.57% 200 pg/ml.
Hexachlorophens ! PO04S84 131,00 40691 94,70% 200 pg/ml.

T 7 7 [Hexachioropropers’ CER-197 T v A 7T Y o T0666% Y P
Indena(1,2,3 s0.d)pyrene BRO$2107:02, 193395 Gt 776,34 9942% 200 pg/uL.
Tsophorons Ri{778 TS50, e G 1,.1;3 . 138,21 200 pg/l.
2-Methy!-4,G-diniccophenol Rypdsas raigin ; 198.14 200 pg/mL
2-Methylnephthalens 931778 15746 : i, 200 /L.
2-Methylphenol *”f?ROéUO’J ?1’ TS FoR oML L.t ¢ T4 200 pg/inl
4-Methylphenol . BER 016 9)’798 106443 CIL0 108,14 200 pg/mL
Naphthalent © RROS04 10 ¢ 971203 CiaHy 128.17 ) 200 pe/ial
2-Nitroanjline ,mo«mz 8874-4 . CHNO, 138.13 99..66% 200 pefl
3-Nitrogniling " BO4543 99-09-3 CeHsMN04 138,13 69.56% 200 pg/ml.

{ 4-Nitroaniline EB-1796 160:01-6 C4HN,0, 138.13 90.97% 200 pg/ml.
Nitrobeozene BRO903I00I,  * 98953 CHNO, 123.1 49:96% 200 pgfnl,
2-Nitrophenel ' PROGOKO? 03 CeHsNO, 139.11 9’9:._3-4‘% 200 pg/ml
4-Nitrophonol " CHNO, |, BT 200 pg/ml.
N-Nitrosadi-n«buty lamine w C,,H,,;N‘G) C sk 200 pg/ml,
N-Nitrosodlethylamine L,;l’-’me?,(}S" AR P 200 pg/ml,
N-Nitrosodimethytamine L tiRee, T 7408 200 pg/mL
N-Nitrosodi-n-propylamine }3064632 . 61647 OXKO 130.19 * 200 pg/mL
N-Nitrosodiphenylaning PRIOZEG6-01 86-30:6 CpalTaN,0 19933 )6.7)% 200 pg/mlL
N-Nimogomethylethylamine PRO73110-02 10595-95-6 © GHNO N 99.41% 200 pg/nk
N-Nitrogopiperidine P004545 100-75-4 CsHiaN,0 114,15 99.45% 200 pghnl,
N-Mitrosopyrrolidine PO04551 930-55-2 CEML0 100,12 99.94% 200 pghnl,
Pentuchlorobenzens POO4TI4 608-92.5 (‘_‘,;I-‘I(j.‘.l;I 250,34 99.56% 200 pg/ml,
Pentushlorosthans EB.1954 76-01-7 CaMCl; 202,29 98.30% 200 pghnl,
Pemachloraphenal POO4716 87-86-5 CHCL0 266,24 98.76% 200 pefivl,
Phenanthreno ER042805-02 8501-8 CuHyy 178.23 99.19% 200 jg/ml,
Fhenol PRO92309-03 108-95-2 CiHO 94.11 99.87% 200 pg/iL
Pyrene ER050305-03 129-00-0 CygHyg 202.26 99.47% 200 pg/inL
Pycidine PER_039_102530  110-86-1 CHN 79.10 99.95% 200 pe/mlL
1,2.4,5-Tetrachlorobenzens EB-1955 95-94-3 CyHaCly 215.89 99.34% 200 pe/ml
2,3.4.6-Terrachlorophenol RR100205-01 88902 CqHCLO 231.89 99.28% 200 pg/mL
1,2 4-Trichlorabenzene EB-1677 120-82-1 CeHiCl 14145 59,73% 200 pg/ml.
2.4,3-Trichloraphenal PRO40307-02 93-95-4 G0N0 19745 98.20% 200 pg/ml,
2,4,G-Trichloraphencl PO04555 . 88-06-2 Cef:CLO 19745 98,95% 200 ug/ml.

' Due ta stability problems, Ttia resonmended not 1o vge this analyte for quantitation.
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BRS-077
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Revision 2
Pagad of 5
Standard Solution Assay Parameters Cualibration Curyve
"Anqlysis Method: GC/MS Calibration Cupve: Linear Regression
Calimaug DR-5ms, 3.0 m % 0,25 nym ID, D.25 pm fily thickneag Number of Pologs: 1
‘Temp Progrim; 40°C (hold 2 minsy to 300°C ar 10°C/min (hold 7 mins)
Lnjectar Tamp; Coal on-column
Detoctar Temps 280°C
Solution Standard Verification and Homogenelty
. Verified Conegn{ration %RED - Homogeneity
Compaund pg/mi, Actepthnes Criterfn Y ) Acsepianés Criferia
,,,,, - Aconaphthene S Joor - m - e - TEIGY T TR S R R S
Benzo(a)pyrene 190.4 = 10% 1.3 55%
Benzyl aleohal ' 190.0 & 0% 3.1 <5%
Bis@2-ethylhexyl)phthalate 189.0 R ]0% 16,0, <5%
Curbazols 1894, . PRI P B K 390 <4%
4-Chloroaniling : . ‘1;9,(;5,7 : e & 10% o 4.1 x o < 5%
4-Chloro-3-miethylphenol o & 10% s, - ::f 2.7 o :; 5%
Dibenzofiiran e ol P 10% o 1,1 " '-: : 5%
1,4-Dichlorabenzene & . Jadise : o, % 10% 12 ' <5%
3.3"-Dichlorobenaidine 192,6 B 10% 2.4 S5%
2 4<Dichloiophenol 139:3 & 10% 2.2 <5%
2,4-Dinitrota fumme 180.4 + 10% 4.1 < 5%
Di-n-oetyl-phthalats 1,7 & 10% 1.1 5%
Fluoranthens ' 158, 4 10% 2.2 <5%
Hexachloro-( 1,3)-butadions” £ 4 10% < 5%
fsophorono ) { w10%: ¢ ; <5%
2-Methylnaphihalene i 5%
3-Nitroaniline " 3%
2 Nitrophenal 2 <5%
Nitrobenzens . ’%‘105/}, ’ ’ <5%
N-Nitrasoedi-n-butylamine Y 1.3‘9"35, & 10% 0 $5%
N-Nitragodiptunylamine 149,8 ’ 4 10% 2.4 <3
Dentachlorobenzeno 1881 % 10% 14 =5%
Phenol 1911 £ (0% 14 <5%
Pyridine 159.8 £ 10% 2.6 S 5%
+ Concentration is vexified through multiple analyses and is calenlated as tho avorage of multiple analyses compaved ta an indepondently
prepared salibsnarion solution,
+ Momogeneily It ensured through rigorous production pracsss controls statistically analyzed to svaleate risk wnd verified by analysiz, The %RSD of
anmples pullsd from aerosa the lot demonstrate homogensity.
This standard was prepansd from six sfocks that have been verified for acearaey and homg,enex(y Verifieation of this standardwas perfonned by

L4
menitarfng 25 components lisied hu the rabla above, inoluding Method 8270 Chesk Compounds (CCC) and at least one analyte from odoht stock,

Ceiilliant Corporction
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APR/01/2013/MON 0104 PI

FAX No,

P, 005

ERS-077
ERI11711-01
Revision 2
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COA Revision History

_ Revision No. Dato , Reason for Revision
00 12/21/2011  |Initial versfon
0l 4/11/2012  Missing footinots was added,
Added stafement that solution shonld be sopicated prior to use,
02 3/16/2012  {Corrvected "Bis(2-chloroisopropyl)ether” (CAS 108-60-1) to “Bis(1- o1Iommor)ropyl)ethex"

ARDL Inc

Cerillont Corporalion

811 Paloma Drive, Sulte A, Round Rock, T 78665
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Analytical Run Number

Calibration Information

Tune Data (If applicable)

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

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

Instrument Logs/Analysis Notebook Pagés

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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5B
SEMIVOLATILE ORGANIC GC/MS TUNING AND MASS CALIBRATION - DECAFLUOROTRIPHENYLPHOSPHINE

(DFTPP)
Lab Name: ARDL, Inc. Contract: ---—
Lab Code: —--- Case No.: 006611 SAS No.: —-—- SDG No.: -—-—-—
Lab File ID: E0307403 DFTPP Injection Date: 03/07/14
Instrument ID: AG5 DETPP Injection Time: 14:55
m/e| ION ABUNDANCE CRITERIA iBE%JEI\ILDAZ-\TNICYEE
51] 30 - 80% of mass 198 36.3
68| Less than 2.0% of mass 69 0.0 (1)
69| (reference only) 34.1
70| Less than 2.0% of mass 69 0.4 (1)
1271 25 - 75% of mass 198 48.9
197 Less than 1% of mass 198 0.0
198| Base Peak, 100% relative abundance 100.
199 5 - 9% of mass 198 6.8
275 10 - 30% of mass 198 24.1
365| Greater than 1% of mass 198 . 3.0
4411 0 - 100% of mass 443 89.3
4421 40 - 110% of mass 198 92.7
443 15 - 24% of mass 442 18.5 (2)
(1) -Value is % mass 69 (2)-Value is % mass 442
THIS TUNE APPLIES TO THE FOLLOWING SAMPLES, MS, MSD, BLANKS, AND STANDARDS:
EPA SAMPLE NO. LAB LAB DATE TIME
SAMPLE ID FILE ID ANALYZED ANALYZED
1| BLANK STD 000 PPM STD E0307404 03/07/14 15:21
2| BNA STD 005 PPM STD E0307405 03/07/14 16:03
3| BNA STD 010 PPM STD E0307406 03/07/14 16:45
4| BNA STD _ 020 PPM STD E0307407 03/07/14 17:27
5/ BNA STD 030 PPM STD E0307408 03/07/14 18:08
6 BNA STD 040 PPM STD ®0307409 03/07/14 18:49
7| BNA STD 060 PPM STD E0307410 03/07/14 19:30
8
9
10
11
12
13
14
15
16
17
18
19
20
21
22
page 1 of 1 FORM V SV 3/90
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Data Path
Data File
Acg On
Operator
Sample
Misc

ALS Vial

Integration
Method

Title :
Last Update

DFTPP

C:\MSDCHEMNINDATANO30714N\

E0307403.D
7 Mar 2014
PEK

14:55

50 PPM TUNE 16289

AG-5 8270

1 Sample Multiplier: 1

File: FRED.

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

P

8270 TUNE METHOD

Wed Aug 28 11:55:28 2013

Abundance TIC: E0307403.D
2500000 |
2000000 |
1600000
1000000 |
500000
U I T T T T [ T T T T | T T T T l T T T Itl T T T 1 | T T T l‘J T T I T T :
Time—> 1050 11.00 11.50 12.00 1250 13.00 13.50 14.60
Abundance Average of 12.445 to 12.451 min.: ED307403.D (9
: 198
442
200000
150000
255 ;
: 27 127 %
¢ 100000 I
! 51 |
110 275
50000
224
| 167 26 423
1; [] T ll?]ﬁl I’I I1]‘9 T l‘!llllll T IIII'II‘I’ I Il 'l IJ‘I‘I I.‘IZIII V IIII T lIP#fI i|!| I I‘II.IIl lIlll T ?4:% T ’II |‘l Il ![ Ty ! | l311lﬂl3lzlsl‘ l T qulsl IISABTSI ISIBISI T I4|UI3II T [ll TTT I t TTT ] TTIT ‘ TTTT ,l T
mfz—> 40 60 BD IDU 120 140 180 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500 §
AutoFind: Scans 1185, 1186, 1187. Background Corrected with Scan 1173
| Target | Rel. to | Lower | Upper | Rel | Raw | Result |
| Mass | Mass | Limit% | Limit% | Abn% | Abn | Pass-sFail |
| 51 | 198 | 30 | 80 | 36.3 | 83080 | PASS |
| 68 | 69 | 0.00 | 2 | 0.0 | 0 | PASS |
| 69 | 198 | 0.01 | 100 | 34.1 | 77865 |  PASS |
| 70 | 69 | 0.00 | 2 | 0.4 | 297 |  PASS |
| 127 | 198 | 25 | 75 | 48.9 | 111704 |  PASS |
| 197 | 198 | 0.00 | 1 ] 0.0 | 0 | PASS |
[ 198 | 198 | 100 | 100 | 100.0 | 228586 | PASS |
| 199 | 198 | 5 | 9 | 6.8 | 15613 | PASS |
| 275 | 198 | 10 | 30 | 24.1 | 55090 | PASS |
| 365 | 198 | 0.75 | 100 | 3.0 | 6798 |  PASS |
| . 441 | 443 | 0.01 | 100 | 89.3 | 36890 | PASS |
| 442 | 198 | 40 | 110 | 92.7 | 211797 | PASS |
| 443 | 442 | 15 | 24 | 19.5 | 41325 |  PASS x
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Average of 12.445 to 12.451 min.:

50 PPM.TUNE 16289
Modified:subtracted

n/z abund.
36.05 85
37.05 316
38.15 1216
39.15 5920
40,10 189
41,10 144
42,10 52
45,15 154
46 .95 151
47 .90 34
48 .20 66

Average of 12.445 to 12,451 min.:

50 PPM TUNE 16289
Modified:subtracted

m/z abund.
86.10 1956
87 .10 1035
88,05 464
89.15 211
91.10 1586
92.15 1413
93.05 10898
94,05 698
95.05 326
96.05 237
98.10 8555

Average of 12.445 to 12.451 min.:

50 PPM TUNE 16289
Modified:subtracted

m/z abund,
134,05 1369
135,10 3369
136.10 1530
137.10 2143
137.90 199
138.10 165
1392.00 316
139.95 386
141.10 5427
142.15 2005
143,10 1196

Azverage of 12,445 to 12.451 min,:

50 PPM TUNE 16289
fodified:subtracted

m/z abund.
174.10 2795
175.10 4633
176.05 1207
177.05 2321
178,15 777
179.10 8166
180.10 5804
181.10 2954
182.05 487
182.60 112
183.15 348

\verage of 12.445 to 12.451 min.:

50 PPM TUNE 162889
fodified:subtracted

m/z abund,
218,90 65
219,15 290
219.60 68
221.10 9999
221.80 892
222.10 725
223,15 4362
224,10 32552
225.10 8362
226.10 400
227.10 12650

50 PPM TUNE 16289

ARDL Inc

m/z

99.10
100.10
101.05
101.95
102.40
103.05
104,10
105.10
107.10
108.10
110.10

m/z
143,96
144.15
145,05
146,
147.
148,
149,
150.
151,
151,

153

85

m/z
184,
185,
.10
187.
188.
188.
189.
190.
191.
191,

186

192

05
15

m/z
228,
229.
230.
231,
232,
233.
234.
235,
236.
237.
238.
werage of 12.445 to 12,451 min.: E0307403.D

05

E0307403.D

abund. n/z abund. n/7z abund,
22530 62.10 1229 75.10 13299
83080 63.15 3164 76.20 2292
4971 64.05 559 77.20 103544
61 65.05 1547 78.15 7156
48 66.05 255 79,05 5712
114 67.10 149 80,10 4593
2209 69,10 77865 81.10 6846
5761 70.05 297 82,10 1812
359 71.90 28 83.10 1744
14 73.10 694 84,05 138
847 74.15 9494 85.10 1540
EC0307403.D
abund, m/z abund, m/z abund,
6555 111.10 8959 123.05 3244
692 112.15 1163 124.00 619
3860 113.00 302 124.15 960
198 113.85 109 125.1¢0 1380
110 115,00 100 127.10 111704
1476 117.10 24469 128.15 8875
2572 118.10 1987 129.10 41080
2492 119.05 248 130.10 3609
32115 120.05 503 131.05 762
5211 121.15 95 132.00 342
55570 122.10 1989 133,10 108
E0307403.D
abund, m/z abund. m/z abund.
102 154.10 1628 163.90 161
241 155,10 2995 164.20 149
397 156.10 4814 165.10 2387
820 157,10 870 166,10 2055
3166 158.00 1096 167.05 12151
6699 159.05 815 168.10 6299
1512 160.10 1965 169.10 986
428 161.10 2756 170.00 412
858 162.10 808 171.05 522
473 162.85 63 172.05 1024
1656 163,20 77 173.10 1273
E0307403.D
abund, m/z abund. m/z abund,
902 193,10 3376 207.10 7808
4584 194,05 829 208.10 1857
31288 196,10 7480 208.95 701
9448 198.10 2285h86 210.20 417
689 199.10 15613 211.05 2465
410 200.05 1440 211.90 434
1879 201.60 1183 213.00 196
492 203,05 1956 215,05 754
773 204,10 8556 216.05 1013
319 205,10 15184 217 .10 14976
3141 206,05 61883 218.05 2228
E0307403.D
abund, n/z abund. mn/z abund.
1813 239.05 572 250.05 252
2874 239,95 504 250.95 349
540 241,05 832 252,00 416
1409 242 .05 1972 252,40 193
298 243,05 1372 253.20 924
227 244,10 24880 255.10 126909
754 245,10 3415 256.10 18608
1040 246,05 4612 257.05 1483
683 247 .00 988 258.00 6693
1068 248,10 285 259.00 1187
244 249,05 1080 259,80 129
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Modified:subtracted

, mAsz abund.
260,00 161
260.30 102
260,95 130
261,20 101
262,10 38
265,05 2926
266,05 469
268,20 80
269,25 117
269.95 316
270.95 524

Average of 12.445 to 12.451 min.:

50 PPM TUNE 16289
Modified:subtracted

n/z abund.
301.95 246
303.10 1823
304,05 594
305.00 39
306.90 34
307.50 28
307,95 171
309.00 86
309.20 39
310.05 168
311.90 60

m/z
271.95
273.10
274.10
275,10
276.05
277.05
278.05
279.10
280.00
280,95
281.30

m/z
313.05
314.10
315.05
316,05
317.00
317.90
319.40
320.00
321.00
322.05
323.10

340 281.80
4005 281.95
10314 283.05
55090 284,10
7404 285.05
4584 286.00

626 286,80

32 288.00

33 289,05

91 289.90

33 290.10
E0307403.D

abund. n/z

190 324.05
765 325.05
1697 325.95
1114 327.00
138 328.05

60 329.15
43 330.40
36 331,00

556 332.00
194 333.05
4891 334.05

Averagé of 12,445 to 12.451 min,: E0307403.D

50 PPM TUNE 16289
Jodified:subtracted

n/z abund.
348,40 28
350,10 29
351.05 88
352.05 1233
353.05 1041
354,05 1546
355,05 407
356,00 69
358,20 30
359,05 174
359.60 29

Azverage of 12.445 to 12.451 min.:

50 PPM TUNE 16289
dodified:subtracted

m/z abund.
414.90 170
416.10 30
417.10 33
418,00 28
421,05 1431
422.05 1626
423,10 9872
424,05 2113
425,15 242
425.80 52
426.80 174

ARDL Inc

m/z
360.80
363.20
365,00
365,95
366,80
367.05
367.90
370,05
370.50
370.95
371.20

m/z
427 .55
428,10
428.50
428,70
429.10
429,60
429,90
430,30
430.20
431,50
431,95

abund, mn/z
52 372.05
50 373,05

27 384.00
83 384.90
38 390.05

159 394:60

E0307403.D
abund, n/z
105 432.20
81 432.60
69 433,10
86 433,50
74 434,20
60 434,55
35 434,95
44 435,30
114 435,75
56 436,00

163 436.50

Report Number 6616 & 6617 - Limu - Semivolatile 8270C

abund.,
2885
708

798
279

330
302
138

35

m/z
290,80
291.10
291.85
293.05
294.25
296,10
297.05
298,05
299.00
300.10
300.95

mn/z
335.05
336.00

339.80
340,10
341.00
342,05
344.20
346,05
347.00
347.90

mn/z
395,60
397.00
398.10
401,05
402.05
403.05
404.05
405,10
408,20
410.10
410,30

n/z
436.85
437.40
438.15
439.05
441.10
442,05
443.10
444.05
445,10
493.80

Page 86 of 178



Quantitation Report (Qedit)

Data Path : C:\MSDCHEMNINDATANO30714\
Data File : E0307403.D

Acq On 7 Mar 2014 14:55
Operator : PEK

Sample . 50 PPM TUNE 16289
Misc ; AG-5 8270

ALS vial @1 Sample Multiplier: 1

Quant Time: Mar 07 15:13:37 2014

Quant Method : C:\MSDCHEM\INMETHODS\8270TUNPULSE .M
Quant Title : 8270 TUNE METHOD

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

Response via : Initial Calibration

Abundance S o lon 26B.00 (265.70 to 266.70): E0307403.D
lon 264.00 (263.70 to 264.70): E0307403.D
lon 268.00 (267.70 to 268.70): E0307403.D

150000
12.T&|ling = 1.26
100000 |
.
50000 !

O|||I‘||l|'| l't|||'|fl'l‘|||‘lr I‘Il]'rllll|lllllrrTI|Illl' LA A M| ||‘r|“l"'1";
Time-> 1120 11.40 1160  11.80 12,00 1220 1240 1260 1280 13, 00 1320 1340
Abundance

120000 266
100000
80000 165
60000
40000 202
230
20000 141 “
‘ ’| 155 H i 179 193 ||I 214 ,,‘,%| 256 ‘ |,| 281 326 355
T T llllllll|[lll RS LR AR RN R RS RR RN LAREE KRR RS RRN

lllllllllllll TITT]T |||| TTT

m/z--> 30 40 50 60 70 80 90 100110120130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300 310 320 330 340 350 360 .
‘ TIC: E0307403.D '

(1) Pentachlorophenol (TMC)
12.184min (-0.066) 12.29ug/L
response 131019

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

0.00 0.00 0.00

8270 TUNPULSE .M Fr 15:13:58 2014 .
DL Inc 1 Mar 07 Report Number 6616 & 6617 - Limu - Semivolatile 8270C %%8&3687 %f 178



Quantitation Report

Data Path : C:\MSDCHEMNINDATANO30714N\
Data File : E0307403.D

Acg On 7 Mar 2014 14:55
Operator : PEK

Sample : 50 PPM TUNE 16289

Misc » AG-5 8270

ALS Vial 1 Sample Multiplier: 1

Quant Time: Mar 07 15:13:37 2014

Quant Method : C:\MSDCHEM\1\METHCDS\8270TUNPULSE .M

Quant Title : 8270 TUNE METHOD
QLast Update : Wed Aug 28 11:55:28 2013
Response via : Initial Calibration

(Qedit)

Abjndance lon 184,20 (183,90 to 16490); E0307403.0

1400000
1200000
1000000
800000
600000
400000
200000

0’ L T e T e B R O |

Time-->  12. 40 12. 60 12. 80 13. 00 13 20

[

13140 1360 1380 1400 1420 1440 1460  14:80

13.8%ling = 0.99

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

IIIIIIII

L e T e O Y O T e e e e L e

Abundance
1000000

800000
600000
400000

200000

39 52 65 / 117
|,| L, l”

0139

|l||

184

156 167 H
19l 174

196 207 217 228 249 266 281

0 I||IIllllll'llvlllll]lllllll I’lll e e

IR R R R R N R A N R R R R N RN RS RN

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

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

lon Exp% Act%
184.20 100 100

92.10 13.70  10.04#
166.10 8.60 7.65

0.00 0.00 0.00

82XOTUNPULSE M Fri Mar 07 15:14:15 2014

TIC: E0307403.D

Page: 1
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y

Data Path
Data File
Acg On
Operator
Sample
Misc

ALS Vial

Quant Time;

Quant Method

Quant Title

QLast Update
Response via

Quantitation Report (Qedit)

C ! \MSDCHEMNINDATANO30714N
E0307403.D

7 Mar 2014 14:55
PEK

50 PPM TUNE 16289
AG-5 8270

1 Sample Multiplier: 1

Mar 07 15:13:37 2014

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

8270 TUNE METHCD
Wed Aug 28 11:55:28 2013
Initial Calibration

Abundance

600000
500000
400000
300000
200000
100000

0
Time--> 13.40

[ T T R

13.60

lon 235.00 (234.70 to 235.70): E0307403.D
lon 237.00 (236.70 to 237.70): E0307403.D0
lon 165.10 (164.60 to 165.80): E0307403.D

Degradation = 1.23%
14,11

I
QIYI'II'

[ e

14.20

[ T T T

14.00

[ R

13.80

14.40

14.60

[

14.80 15.00

L

15.60 15.80

[ e

15.20 15.40

Abundance

miz-->

400000

350000

300000

250000

200000

150000

100000

50000

39
ol

50 63

165

75
136
88 99 149 123

150

199

176 212

, 186

., J.: 222

235

246
1 Lll

264 282 319 354

IlIIlllllllllllllllllllllilllh

[EERARRERZREARE lll)l'“lllllll,llI){HII,IIIII|III|||III'|I|IIHI}]

30 40 50 60 70 80 90 100110120130 140150160170 180 190200210220 230 240 250 260 270 280 290 300 310 320 330 340 350 360

(4) DDT

14.523min (-0,097) 23.88ug/L

response 620045

lon Exp% Act%
235.00 100 100
237.00 64.80 65.28
165.10 68.00 59.69
0.00 0.00 0.00

8270TUNPULSE.M Fri Mar 07 15:15:06 2014

ARDL Inc

TIC: E0307403.D0

Report Number 6616 & 6617 - Limu - Semivolatile 8270C

Page: 1
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Response Factor Report AGS

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

Method File : E8270321HW.M

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

Calibration Files

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

5,81

4.28

4.29

Compound 10 20 30 40 5 60 Avg
1) I 1,4-Dichlorobenzene-d ———————————vme—r ISTD———— e
2) I Naphthalene-d8 = = e ISTD———— e
3) 8 Nitrobenzene-d5b 0.359 0.345 0.331 0.327 0.353 0.306 0.337
4) I Acenaphthene-d10 ——oommmmmmm e ISTD -
5) 8 2-Fluorobiphenyl 1.414 1,281 1.185 1,106 1.466 1.008 1.243 1
6) T Dimethylphthalate 1.780 1.628 1,539 1.460 1,867 1.365 1.607 1
7) T Diethylphthalate 1.833 1.647 1.538 1.448 1,924 1.316 1.618 1
8) I Phenanthrene-dl0 - ~——————emmmmmem e ISTD-——— e
8) T Di-n-butylphthala 1.801 1.642 1.516 1.412 1,888 1.236 1,582 1
10) I Chrysene-dl2 e e LT ST D e
11) TM Pyrene 1.482 1.320 1.246 1,196 1,532 1.089 1,311 1
12y S Terphenyl-dld4 0.736 0.680 0,652 0.626 0.755 0.588 0.673
13y T bis(2-Ethylhexyl) 1.023 1.008 0.996 0.987 1.007 0.920 0.990
14) TC Di-n-octylphthala 1.6992 1.725 1.688 1,680 1.600 1.558 1.658

15) I Perylene-dl2

W WO w
(o)
Xe]

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

82 HW.M S : :
ZQSEI W at Mar 08 08:59:02 2014

Report Number 6616 & 6617 - Limu - Semivolatile 8270C

Page: 1
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEMN\INDATANO30714N\
Data File ; E0307404.D

Acqg On » 7 Mar 2014 15:21
Operator . PEK

Sample ¢ BLK | 624> (\D‘ELA ol
Misc . AG-5 8270 3leraet

ALS vial : 2 Sample Multiplier: 1

Quant Time: Mar 07 15:57:20 2014

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

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

Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.40 152 3016416 40,00 ug/L -0.05
2) Naphthalene-ds8 9.37 136 11577249 40.00 ug/L -0.05
4) Acenaphthene-dl10 12.29 164 6384824 40,00 ug/L -0.05
8) Phenanthrene-d10 14,85 188 10542665 40.00 ug/L ~0.06

10) Chrysene-dl12 20.47 240 12708761 40,00 ugs/L -0.,12
15) Perylene-dl2 25.42 264 12353785 40.00 ug/L -0.07

System Monitoring Compounds
3) Nitrobenzene-d5 0.00 82 0 0.00 ug/L
Spiked Amount 50,000 Recovery = 0.00%

5) 2-Fluorobiphenyl 11.23 172 4857 0.02 ug/L 0.04

Spiked Amount 50.000 Recovery = 0,04%

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

Spiked Amount 50.000 Recovery = 0.00%
Target Compounds Ovalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed

B2QF2hEW M Fri Mar 07 15:57:21 2044, \umber 6616 & 6617 - Limu - Semivolatile 8270C Paged ot or 178
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Quantitation Report {(Not Reviewsd)

Data Path : C:\MSDCHEM\1INDATAN030714\
Data File : E0307405.D

Acg On . 7 Mar 2014 16:03
Operator : PEK

Sample 5 PPM STD 16244 TEW '
Misc i AG-5 8270 i) oot

ALS Vial 1 3 Sample Multiplier: 1

Quant Time: Mar 07 16:36:44 2014 v
Quant Method : C:\MSDCHEMNINCALFILES\8270CALS\E8270321HW.M
Quant Title : 8270 BNA Calibration

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

Responss via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.40 152 3005778 40.00 ug/L -0.05
2} Naphthalene-d8 9.37 136 11504533 40,00 ug/L -0.05
4) Acenaphthene-dl10 12.29 164 6343400 40.00 ug/L -0.05
8) Phenanthrene-d10 14.85 188 10461861 40.00 ug/L —-0.06

10) Chrysene-d12 20,47 240 12702454 40.00 ug/L -0.12
15) Perylene-dl2 25.42 264 12390870 40.00 ug/L -0.07

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

5) 2-Fluorobiphenyl 11.13 172 1162679 5.36 ug/L -0.06
Spiked Amount 50,000 Recovery = 10.72%
12) Terphenyl-dl4 17.66 244 1198911 4,86 ug/L -0.07
Spiked Amount 50.000 Recovery = 9.72%

Target Compounds Qvalue
6) Dimethylphthalate 11,81 163 1480654 6.35 ug/L # 78
7) Diethylphthalate 13.02 149 1525803 6.79 ug/L 99
9) Di-n-butylphthalate 15.87 149 2468767 6.72 ugsL 94

11) Pyrene 17.37 202 2433310 6.37 ugsL 81
13) bis(2-Ethylhexyl)phthalate 20.68 149 1599370 6.62 ug/L 99
14) Di-n-octylphthalate 23.48 149 2539910 6.01 ug/L 100

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

82003201 HW M Fri Mar 07 16:36:44 2014\ " 1er 6616 & 6617 - Limu - Semivolatile 8270C Page: od or17s
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Quantitation Report (Not Reviewsd)

Data Path : C:\MSDCHEMN\1NDATANO030714\
Data File : E0307406.D

Acg On i 7 Mar 2014 16:45

Operator : PEK o

Sample . 10 PPM STD 16298 WER
Misc . AG-5 8270 3fto] 2e1H

ALS vial . 4 Sample Multiplier: 1

Quant Time: Mar 068 08:54:02 2014

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

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

Regponse via : Initial Calibration

Internal Standards R.T, DIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.40 152 3289182 40.00 ug/L -0.05
2) Naphthalene-d8 9.37 136 12500007 40.00 ugs/L -0,05
4) Acenaphthene-di0 12,29 164 7052371 40.00 ug/L -0.05
8) Phenanthrene-dl0 14.85 188 11723584 40.00 ug/L -0,06

10) Chrysene-dl12 20,47 240 14147007 40,00 ug/L -0,12
15) Perylene-dl2 25.42 264 14124326 40.00 ug/L -0.07

System Monitoring Compounds
3) MNitrobenzene-d5 8.23 82 1121626 9.96 ug/L -0.05
Spiked Amount 50,000 Recovery = 19.92%

5) 2-Fluorobiphenyl 11.13 172 2492405 106.33 ugs/L -0.06
Spiked Amount 50.000 Recovery = 20.66%
12) Terphenyl-dil4 17.67 244 2601323 9.47 ug/L -0.07
Spiked Amount 50.000 Recovery = 18.94%

Target Compounds Qvalue
6) Dimethylphthalate 11.81 183 3138823 12.10 ug/L 99
7) Diethylphthalate 13,03 149 3231403 12.93 ug/L 99
9) Di-n-butylphthalate 15.87 149 5278901 12.83 ug/L 95

11} Pyrene 17.37 202 5242163 12,32 ug/L 80
13) bis(2-Ethylhexyl)phthalate 20.68 149 3617981 13.46 ug/L 99
14) Di-n-octylphthalate 23.49 149 6007286 12.76 ug/L 100

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

21HW .M Sat Mar 08 08:54:03 2014 ) ) )
LiInc Report Number 6616 & 6617 - Limu - Semivolatile 8270C

Page: 1
é%ge950f178



[e0]
z :ebeg 7102 F0:%G:80 80 JIEW 1BS z.zmﬂNmOBNwm
(]
00/1€ 00'0€ 00'6¢ 0082 00//¢ 00 8¢ 00,62 007 00'€Z 00'c¢ 00'-2 0002 0061 0081 00 ZI 0081 00'GL 00)¥L 00l 00°ZL 001 00:0L 006 008 002 009 006G 00% <SSl &
1) bt IOW SO0 U S S W S S S S S OO ST Y N N 5T O T S [N (] P B I B R R T NS VO TS S S S S R N I DAL B C O O TR T ANC N O O S N B N o B AT HN 1 ()
y i M i 4 a JA 0 2
o
000002
4 00000%
o g g
B n 3
. m =]
£ g - 2 000009
< E e [} 5
) Z b 2 = g g 000008
o = 3 7 = < =3
= o Y g = =z &
e E ® z B 3z =
g 2 = 7 z 3 8
g 3 4 s mm 000000} m
b )
2 5 M
0000021 &
o
=
£
(0]
o) 0000071 @
< >
& - 0000091
3 B > ~
2 - 5 8
2 s ©
& g 0000081 3
= o [{e]
] @ —
- > = s ©
§ 2 3 p
] 2 3 0000002 &
2 g 2 - 5
2 o & zZ
B & s 0000022 £
= il Q
3 []
m @
j=N
3 00000%2
o , - o q'90r20503 O1L . o souBpuUNqy

UoT3RIqITe] TERTI2TUl | B2Ia asuodsey

€T0Z LP'$2:60 4T AON pos '@ eoiepdn 3seId

UOTIRIQITRD ¥Nd 0428 ! ©T1IL juend

W MHTZE0LZ8ENSTYO0LZSN\STTIATYONT\WAHDASKHN D @ poyien juend
YTI0C 20:%G:80 80 IBW :swrl 1uend

T rzerrdraTan erdues ! IBTA STV
0428 G-9Y DSTH
LS Wdd 0T ardueg
NEg - Ioaexedp
S¥:9T ¥T10Z IBW 4 uo boy 2

a 9ovi0e0d @ STTA mﬁmﬂw
NP TLOEONYILYONTNHAHDOSHWN 'O ¢ Uied eledy
<
(pomsTAET 10N) 110dey uoTaieaTIURDA




Quantitation Report (Not Reviewed)

Data Path ! C:\MSDCHEMNINDATANO30714\
Data File : E0307407.D

Acg On 7 Mar 2014 17:27
Operator . PEK

Sample . 20 PPM STD b9, PEV
Misc . AG-5 8270 Ble(FolM

ALS vial : 5 Sample Multiplier: 1

Quant Time: Mar 08 08:54:19 2014

Quant Method : C:\MSDCHEM\1I\NCALFILES\8270CALS\E8270321HW.M
Quant Title : 8270 BNA Calibration

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

Response via @ Initial Calibration

Internal Standards R.T. QIon Responsse Conc Unitg Dev(Min)
1) 1,4-Dichlorobenzense-d4 7.40 152 3100490 40.00 ug/L -0.05
2) Naphthalene-d8 9,37 136 11386828 40.00 ugs/L -0.05
4) Acenaphthene-dlo 12,29 164 6642402 40,00 ug/L -0.05
8) Phenanthrene-dlo0 14,86 188 11071448 40,00 ug/L -0.05

10) Chrysene-dl2 20,48 240 13167564 40,00 ug/L -0.10
15) Perylene-dl2 25,42 264 13320043 40,00 ug/L -0.07

System Monitoring Compounds
3) Nitrobenzene-d5b 8.23 82 2067138 19.14 ug/L -0.05
Spiked Amount 50.000 Recovery = 38.28%

5) 2-Fluorobiphenyl 11,13 172 4254957 18.72 ugsL -0.06
Spilked Amount 50.000 Recovery = 37.44%
12) Terphenyl-dl4 17.67 244 4478168 17.51 ug/L -0.06
Spiked Amount 50.000 Recovery = 35.02%

Target Compounds Qvalue
6) Dimethylphthalate 11.82 163 5407515 22.13 ug/L 100
7) Diethylphthalate 13,03 149 5469415 23.24 ug/L 99
9) Di-n-butylphthalate 15.88 149 9090377 23.40 ug/L 95

11) Pyrene 17.38 202 8688764 21.94 ug/L 81
13) bis(2-Ethylhexyl)phthalate 20.68 149 6636306 26.52 ug/L 98
14) Di-n-octylphthalate 23,49 149 11354226 25.92 ug/L 100

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

i8270321HW.M Sat Mar 08 08:54:20 2014

ARDL Inc Report Number 6616 & 6617 - Limu - Semivolatile 8270C
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Quantitation Report (Not Reviewed)

"Data Path : C:\MSDCHEM\1\DATANO30714\
Data File : E0307408.D

Acqg On ¢ 7 Mar 2014 18:08
Operator . PEK

Sample : 30 PPM STD 16397 PEK )
Misc : AG-5 8270 3jtethot

ALS vial . &6 Sample Multiplier: 1

Quant Time: Mar 08 08:54:34 2014

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

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

Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.40 152 3210785 40.00 ug/L -0.05
2) Naphthalene-ds8 9.37 136 12445918 40,00 ug/L -0.05
4} Acenaphthene-dlo 12.29 164 6929396 40,00 ug/L -0.05
8) Phenanthrene-dlo 14.86 188 11541208 40,00 ug/L -0.05

10) Chrysene-dl2 20.48 240 13396136 40,00 ugs/L -0.10
15) Perylene-dil2 25.43 264 13707138 40.00 ug/L -0,06

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

5) 2-Fluorobiphenyl 11.14 172 6160830 25.99 ug/L -0.05
Spiked Amount 50.000 Recovery = 51.98%
12) Terphenyl-dl4 17.67 244 6548402 25.17 ug/L -0.06
Spiked Amount 50.000 Recovery = 50.34%

Target Compounds Qvalue
6) Dimethylphthalate 11.82 163 7996310 31.37 ug/L 99
7) Diethylphthalate 13.03 149 7990957 32.55 ug/L 100
9) Di-n-butylphthalate 15,88 149 13119386 32,39 ug/L 95

11) Pyrens 17.3% 202 12515972 31.07 ug/L 81
13) bis(2-Ethylhexyl)phthalate 20.69 149 10008791 39.31 ug/L 29
14} Di-n-octylphthalate 23.50 149 16955270 38.04 ug/L 100
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Quantitation Report {Not Reviewed)

Data Path : C:\MSDCHEM\1NDATAN030714\
Data File : E0307409%.D

Acqg On v 7 Mar 2014 18:49

Operator : PEK -
Sample . 40 ppM sTD [6F PES ”
Misc . AG-5 8270 2| lof 2

ALS vial 7 Sample Multiplier: 1

Quant Time: Mar 08 08:54:44 2014

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

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

Response via : Initial Calibration

Internal Standards R.T. QIon Responss Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.40 152 3040368 40,00 ug/L -0.05
2) Naphthalene-ds8 9.37 136 11851287 40,00 ugsL -0.05
4) Acenaphthene-dl0 12.29 164 6602329 40,00 ugsL -0.05
8) Phenanthrene-dl0 14,86 188 10989052 40.00 ug/L -0,05

10) Chrysene-dl2 20.49 240 12309589 40,00 ugsL -0.10
15) Perylene-dl2 25.43 264 12773069 40.00 ugsL -0.06

System Monitoring Compounds
3) Nitrobenzene-d5 8,24 82 3875322 36.29 ugsL -0.05
Spiked Amount 50.000 Recovery = 72.58%

5) 2-Fluorobiphenyl 11.14 172 7304508 32.34 ugsL -0.05
Spiked Amount 50,000 Recovery = 64.68%
12) Terphenyl-di4 17.67 244 7708154 32.24 ug/L -0.06
Spiked Amount 50.000 Recovery = 64.48%

Target Compounds Qvalue
6) Dimethylphthalate 11.82 163 9637972 39.69 ugs/L 99
7) Diethylphthalate 13.04 149 9559829 40.87 ug/L 100
9) Di-n-butylphthalate 15.88 149 15512672 40.23 ug/L 95

11) Pyrene 17.39 202 14725061 39.78 ug/L 82
13) bis(2-Ethylhexyl)phthalate 20.69 149 12145153 51,91 ugs/L 99
14) Di-n-octylphthalate 23.50 149 20679050 50.49 ugsL 100

8 1HW.M Sat Mar 08 08:54:44 2014 Page: 1
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEMNINDATAN(030714N
Data File : E0307410.D

Acg On v 7 Mar 2014 19:390
Cperator : PEK —
Sample . 60 PPM STD 16349 (POM«
Misc . AG-5 8270 3 JioldetH

ALS Vial : 8 Sample Multiplier: 1

Quant Time: Mar 08 08:54:58 2014

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

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

Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzens-d4 7.40 152 3360499 40.00 ug-/L -0.05
2) Naphthalene-d8 9.37 136 13202374 40.00 ugs/L -0.04
4) Acenaphthene-dl0 12.29 164 7360844 40.00 ug/L ~-0.05
8) Phenanthrene-dl0 14,86 188 12536217 40.00 ug/L -0.05

10) Chrysene-dl2 20,50 240 13811359 40.00 ugsL -0.09
15) Perylene-dl2 26,43 264 14645192 40.00 ugs/L -0.06

System Monitoring Compounds
3) Nitrobenzene-d5 8.24 82 6054015 50.89 ug/L -0.04
Spiked Amount 50,000 Recovery = 101.78%

5) 2-Fluorobiphenyl 11,14 172 11123079 44.20 ug/L -0.05
Spiked Amount 50.000 Recovery = 88.40%
12) Terphenyl-d1l4 17.68 244 12187806 45 .44 ug-sL -0.06
Spiked Amount 50.000 Recovery = 90.88%

Target Compounds Ovalue
6) Dimethylphthalate 11.83 163 15074889 55.68 ug/L 100
7) Diethylphthalate 13.05 149 14533607 55.74 ug/L 99
9) Di-n-butylphthalate 15.89 149 23240172 52.83 ugs/L 95

11) Pyrene 17.39 202 22556726 54,31 ug/L 81
13) bis(2-Ethylhexyl)phthalate 20.71 149 19054690 72.59 ug-L 98
14) Di-n-octylphthalate 23.52 149 32275683 70.24 ugs/L 99

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

8 Hw.M Sat Mar 08 08:54:58 2014 Page: 1
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5B

SEMIVOLATILE ORGANIC GC/MS TUNING AND MASS CALIBRATION - DECAFLUOROTRIPHENYLPHOSPHINE

ARDL Inc

(DFTPP)
Lab Name: ARDL, Inc. Contract: ---
Lab Code: --- Case No.: 006611 SAS No.: ——-— SDG No.: —--
Lab File ID: E(0308401 DFTPP Injection Date: 03/08/14
Instrument ID: AG5 DFTPP Injection Time: 09:25
m/e| ION ABUNDANCE CRITERIA i;&%@giﬁ?
511 30 - 80% of mass 198 34.3
68| Less than 2.0% of mass 69 0.0 (1)
69| (reference only) 31.7
70f Less than 2.0% of mass 69 0.3 (1)
127] 25 ~ 75% of mass 198 46.4
197| Less than 1% of mass 198 0.0
198| Base Peak, 100% relative abundance 100.
199) 5 - 9% of mass 198 6.7
2751 10 - 30% of mass 198 24 .4
365] Greater than 1% of mass 198 2.9
441 0 - 100% of mass 443 89.1
442 40 - 110% of mass 198 99.5
443] 15 - 24% of mass 442 19.4 (2)
(1)-Value i1s % mass 69 (2)-Value 1is % mass 442
THIS TUNE APPLIES TO THE FOLLOWING SAMPLES, MS, MSD, BLANKS, AND STANDARDS:
EPA SAMPLE NO. LAB LAB DATE TIME
SAMPLE ID FILE ID ANALYZED ANALYZED
11 1cv 030 PPM STD £0308402 03/08/14 09:58
2
3
4
5
6
7
8
9
10
11
12
13
14
15
16
17
18
19
20
21
22
FORM V SV 3/90

page 1 of 1
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DFTPP

"' ‘Data Path : C:\MSDCHEM\1\DATANG30814\
Data File : E0308401.D

Acq On ¢ 8 Mar 2014 9:25

Operator : PEK o

Sample . 50 PPM TUNE |68%4 \Eﬁ?}aw
Misc : AG-5 8270 3ltof

ALS vial ¢ 1 Sample Multiplier: 1
Integration File: FRED.P
Method o CINMSDCHEMNIN\METHODS\8270TUNPULSE . M

Title : 8270 TUNE METHOD
Last Update : Wed Aug 28 11:55:28 2013

Abundance ~ TIC: E0308401.D
3000000

§ 2600000
2000000

1500000

1000000

500000

L .

D | T T T T I T T T T | T ¥ T T I T T T T ’ T T T T | T T T T ' T T T T ' T T T T
Time—> 10.50 11.00 11,50 12.00 12.50 13.00 1350 14.00
Abundance Average of 12.448 to 12.454 min.: E0308401.D (

: 148 442

250000
200000
150000 255

127
77
100000 B

110 275
50000 188 224

93 167 ' l k 296 423
39 | 83l gl T ‘ '.;‘...‘j‘a.., ool @1 24 ] 310323335 352985 3g3 403 ) 458

DIIll’l|l|[Illl,‘l|I[illl]l!l)]lllli)l)l['l\' |||||||||||| |IIII|IIII|IIIIllllllllll)lll‘]llll‘llll]|l!)||t!||lll£
i
i

fmfz—> 40 60 80 100 120 740 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460

AutoFind: Scans 1186, 1187, 1188; Background Corrected with Scan 1174

| Target | Rel. to | Lower | Upper | Rel. | Raw | Result |
| Masgs | Mass | Limit% | Limit% | Abn% | Abn | Pass/Fail |
| 51 I 198 I 30 | 80 |} 34.3 | 90008 | PASS |
| 638 | 69 | 0.00 | 2 0.0 | 0 | PASS |
! 69 | 198 ] ¢.01 | 160 | 31.7 | 83244 | PASS |
| 70 | 69 | 0.00 | 2 | 0.3 | 235 | PASS |
| 127 | 198 | 25 | 75 | 46.4 | 121636 |} PASS |
| 197 | 198 | 0.00 | 1 ] 0.0 | 0 | PASS |
| 198 | 198 | 100 | 100 | 100.0 | 262314 ) PASS |
| 199 | 198 | 5 | 9 | 6.7 | 17536 | PASS |
| 275 | 198 | 10 | 30 | 24.4 | 64024 | PASS ]
| 365 | 198 | 0.75 | 100 | 2.9 | 7651 | PASS |
| 441 | 443 ] ¢.01 | 100 | 89.1 | 45154 | PASS |
| 442 | 198 | 40 | 110 | 99.5 | 260928 | PASS ]
| 443 f 442 | 15 | 24 | 19.4 | 50682 | PASS |
8270TUNPULSE M Sat Mar 08 09:43:08 2014 Page: 1
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average of 12.448 to 12.454 min.:

50 PPM TUNE
Modified:subtracted

m/z abund.
37.10 409
38.15 1214
39.15 6809
40.10 343
41,05 85
42.10 72
44,95 42
50.15 24370
51.15 90008
52.15 4832
53.05 76

azverage of 12.448 to 12.454 min.:

50 PPM TUNE
dodified:subtracted

m/z abund.
92.05 1799
93.05 1091%
94,10 764
96,05 425
98.10 9088
99.10 6964

100.10 751
101,05 4247
102.05 171
103.05 1610
104.10 2507

swwerage of 12.448 to 12,454 min.:

50 PPM TUNE
fodified:subtracted

\verage of 12.448 to 12,454 min.:

ywwerage of 12.448 to 12.454 min.:

werage of 12,448 to 12.454 min.:

m/z abund.
135,10 4253
136.10 1653
137.10 2113
138,05 593
138.95 297
141.00 6032
142.05 2060
143.05 1155
144,05 466
145.10 378
146.05 1144

50 PPM TUNE
dodified:subtracted

n/z abund.
179,10 8869
180.05 6625
181,05 2973
182.05 529
183,05 371
184,00 318
184,25 666
185.15 5368
186.10 35757
187 .10 10549
188.10 1104

30 PPM TUNE
lodified:subtracted

n/z abund.
228.05 2150
229.10 2932
229.95 531
231.10 1412
231.90 230
232.10 68
232,90 315
234,00 1027
235.05 1097
236.05 734
237 .00 1267

y0 PPM TUNE
ARDL Inc

65 .

n/z
105,
107.
108.

110.1

111,
112,
113,
113.
113,
114,
114,

n/z
147.
148,
149,
150,
151.
151.
151,
1563,
154,
155,
156,

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

201

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

10
05
65
05
05
10
10

E0308401.D

abund. m/z
10 66,05
2567 69.05
5557 70.05
346 71,390
132 73.10
40 74,15
1301 75.10
1312 77.15
3183 78.15
589 79.10
1535 80,10
FE0308401.D
abund . m/z
2532 114.70
34922 115.10
5736 116,05
61901 117.05
9618 118,05
1285 119.10
274 120,10
90 121.05
91 122.05
51 123.10
28 124,00
E0308401.D
abund, mn’z
3333 157.05
7052 158.10
1495 159,10
487 160.10
569 161,10
273 162.05
221 163,10
1885 164,05
1563 165.05
3434 166,10
5357 167.05
E0308401.D
abund. m/z
2021 203,15
434 204,10
1303 205,05
3411 206,10
3837 207 .05
1012 208 .05
8486 209,05
262314 210.10
17536 211.05
1589 212.00
1371 213.05
F0308401.D
abund. n/z
140 249,10
749 250,05
549 250,80
865 251.00
2649 251.20
871 251,60
29482 252.00
4372 252.25
4939 253,10
1264 255.10
179 256.10
E0308401.D

Report Number 6616 & 6617 - Limu - Semivolatile 8270C

abund,

83244
235

374
9251
14400
110782
7664
6522
5115

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

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

abund.
1196
209
128
135

107
116
335
334
139938
20933

n/z
124,95
125.15
127.10
128,15
129,10
130.05
131,05
132,05
132.90
133.30
134.10

mn/z
168,05
169.10
170.10
170,95
172.05
173.15
174.05
175.10
176.10
177.05
178.00

n/z
214.00
215.05
216.10
217.05
218.10
219.10
221.10
223,10
224.10
225.10
227.10

n/z
257.05
258.05
259.05
260,00
260.70
260.95
262.90
263.10
265.05
265,95
268.10

abund,
7684
1932
1339

1311
2231
916
265
307

1556

abund.
471
1141
121636
9818
44816
3831
875
397

166
1418

abund,
7198
1181
377

1136
1500
2660
5056
1805
2597

175

abund,
157
725
578
16242
2276
311
10948
4859
37346
9796
14038
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Modified:subtracted

mAZ abund.

¢ 268,85 17
269,95 141
271.15 648
272.05 762
273.05 4604
274,10 12646
275.10 64024
276.10 8573
277.05 4809
278.05 792
279.10 239

Azverage of 12.448 to 12.454 min.:

50 PPM TUNE
dodified:subtracted

n/z abund.
307.95 322
308.90 140
309.30 116
310,05 234
310.50 29
310.90 52
312.10 66
314.10 931
315.05 1874
316,05 1184
317.00 111

\wverage of 12.448 to 12.454 min.:

30 PPM TUNE
dodified:subtracted

m/z abund.
356.85 108
358.10 32
358.95 213
361,05 75
362.40 31
363.10 31
363.65 92
365.00 7651
365.95 1326
366,85 117
368,60 32

\verage of 12.448 to 12.454 min.:

50 PPM TUNE
fodified:subtracted

n/z abund,
422,10 1795
423,05 12618
424,10 2769
424,95 299
425.65 105
426,40 49
426 .70 113
426 .90 80
427.60 66
428,30 143
429,10 100

ARDL Inc

m/z
280,
281,
281,
282,
283,
284,
285,
285,
286,
286.

287

m/z
319.
320.
320,
321.
322,
323.
324.
325.
325,
326,
326,

95

n/z
369,
371.
372,
373.
373.
374,
376,
383,
384,
385,

388

95

abund, m/z
110 288,00
66 288.50

106 288.90
153 289.00
617 289.70
439 2%80.15
983 290.50

41 290.70

165 291.00

35 291,95

49 293,00
E0308401.D

abund, m/z

49 328.05

133 329,05
108 330.00
521 332.05
137 333.05
6173 334.05
1040 335.05

43 335,90

33 339.00

68 340.95

1074 342,00
E0308401.D

abund. m/z

160 389,00
625 380.00
3488 391.05
768 391.90

45 392.80
109 396.60
29 398.00

884 401.05
370 402.05

87 403,05
28 404,00
E0308401.D

abund, n/z
84 434,70
69 435,05
64 435,85
58 436.40
56 437,05
46 437 .30
126 437,70
36 438,00
69 438,35

161 439.00
138 441.10

Report Number 6616 & 6617 - Limu - Semivolatile 8270C

294,
296,

298,
300,
301,
302,
303,
304,
305,
307,

mn/z

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

m/z

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

m/z

442,
443,
444,
445,
458,

abund.
441
15617
2407
1290
223

365
2313
504
112
30

abund.
260928
50682
4863

60
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Quantitation Report (Qedit)

Data Path . C:\MSDCHEM\IN\DATAN030814\
Data File : E0308401.D

Acg On : 8 Mar 2014 9:25
Operator : PEK

Sample : 50 PPM TUNE

Misc . AG-5 8270

ALS Vial 1 Sample Multiplier: 1

Quant Time: Mar 08 09:44:02 2014

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

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

Response via : Initial Calibration

Abundance T N R lon 266.00 (265.70 to 266.70); E0308401.D
lon 264.00 (263.70 to 264.70); E0308401.D
200000 lon 268.00 (267.70 to 268.70): E0308401.D

150000 12.ediling = 1.18

100000

50000

D!>I||Ix'l’|"'|‘|l|‘llll“ll',ll|‘||I"|ll|||||lllll|

Time—>

L R R s R B B R

S 1120 1140 1160 1180 1200 1220 1240 1260 1280  13.00

13.20 13.40

LN S A A B B

Abundance
. 140000

120000

100000

80000 165

60000

A0000 95 130 202

60
20000

71
i

230

266

l

274281 291

87 107 141
l!’.',l|H!.|‘“I,HUiI H11|1|||8...|.. ‘ ‘I MIIMQ %8 L|72179

L1 L 78 ot 194 '”m09215223
' lllllilll‘lll|r[l',l']||1||||1||‘|]||¢|||||]I]l|1||ll||||

||||I|||01'|FTT

35 47
Tl—rr ‘lLLf_I‘T T ]”lll

o)

vt

237
|||‘.n [1.244 257
LI ’ TIT7T ' TTT

[T [ToITTyToory

TIC: E0308401.D

mfz—> 30 40 50 B0 70 80 80 100 110 120 130 140 150 150 170 180 190 200 210 220 230 240 250 260 270 280 290

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

lon Exp% Act%
266.00 100 100

264.00 6380 60.30
268.00 B3.80 5671

0o 000 000

8290 UREULSE . M Sat Mar 08 09:44:23 2014 e 6616 & 6617 - Limu - Semivolatile 8270C
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Quantitation Report (Qedit)

' Data Path : C:\MSDCHEM\1\DATAN030814\
Data File : E0308401.D

Acqg On . 8 Mar 2014 9:25
Operator . PEK

Sample . 50 PPM TUNE

Misc : AG-5 8270

ALS vial 1 Sample Multiplier: 1

Quant Time: Mar 08 09:44:02 2014

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

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

Response via @ Initial Calibration

Abundance lon 184.20 (183.90 to 184.80): E0308401.0
‘ lon 9210 {91.80 to 92.80): E0308401.D
; lon 156.10 (155.80 to 156.80): E0308401.D

1500000
13.5Befling = 0.80

’ 1000000

500000

l A\

UI’Y'IlI‘IIOI '|||]||||||0||||'|ﬁ'q||llllllll]

ETime—> 1240 1260 12.80 13.00 13.20 13.40 13.60 13.80 14.00 14.20 14.40 14.60
Abundance

0"|‘||"|'|"| o e T gt e

144
1000000
|

800000

600000

400000

200000 @

156
130

0 rallg'l uE:x'z‘l |§|'E |;':{r|'| '“}‘I'.}P“"IJT' I)”'n |-‘="33| nhx'"|‘nllﬁau IJM‘]???Q??F?] T I215A4i2IBI?I 12811 LI L R B B :315]71 L L B L B R lql?lsl TT
mjz= 40 B0 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 _ 480

TIC: E0308401.D

(3) Benzidine (T)

13.533min (-0.087) 33.72ug/L
response 1738997

lan Exp? Act%
18420 100 100

; 9210 1370 9.99

1 166.10  8.60 752

040 000 0.00

82LQBUNEVLSE M Sat Mar 08 09:44:33 BOLL o 6616 & 6617 - Limu - Semivolatile 8270C P90 &t 178



Data Path
Data File
Acqg On
Operator
Sample
Misc

ALS Vvial

Quant Time:
Quant Method
Quant Title
OLast Update
Response via

Quantitation Report (Qedit)

C i \MSDCHEMNINDATANG30814N
E0308401.D

8 Mar 2014 g
PEK
50 PPM TUNE
AG-5 8270
1 Sample Multiplier: 1

25

Mar 08 09:44:02 2014
C:\MSDCHEM\I\METHCDS\8270TUNPULSE .M
8270 TUNE METHOD
Wed Aug 28 11:55:28 2013
Initial Calibration

Abundance lon 236.00 (234.70 ta 235.70): E0308401.D
: lon 237.00 (236.70 to 237.70): E0308401.D
700000 lon 165.10 (164.80 to 165.80): E0308401.D
600000
500000 |
400000 |
300000 |
200000 |
I
100000 Degradation = 2.24%
. 1401
‘ cor lf[ Nl [t l| [ | 1 ] 1 T T T T T T T T T T T I 1 1 1 1 3 ¥ I ] I ¥ 1 t ) i 1 I 1 | ] 1 i I l 1
Time—>__13.40 13.60 13.80 1400 1420 14.40 14.60 14.80 15.00 15.20 15.40 15.60 15.80
Abundance
g 235
| 400000
300000 165
200000
100000 199
176 212
75 136
88 gg 123 246
N 5063 111 160 186 202 Il |, 256265 284 319 354
- ||’1_||||1[177III'IIIT'AII’IVTIIlllllIOIIIIV‘I
miz— 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400
TIC: E0308401.D
(4) DDT
14.626min (-0.084) 27.36ug/L
response 710184
lan  Exp% Act%
23600 100 100
237.00 54.80 65.85
16510 59.00 59.48
000 000 000
82KQDUNEVULSE . M Sat Mar 08 09:45: 09, 204d mber 6616 & 6617 - Limu - Semivolatile 8270C PAR911 b 178



Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEM\1INDATANG30814\
Data File : E0308402.D

Acq On » 8 Mar 2014 9:58
Operator : PEK

Sample . : 30 PPM Icv [6300 PEK
Misc . AG-5 8270 Bl goiH
ALS Vial : 2 Sample Multiplier: 1

Quant Time: Mar 08 10:32:33 2014

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

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

Regponse via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.40 152 3330276 40,00 ug/L -0.05
2) MNaphthalene-ds 9.37 136 12817581 40.00 ug/L -0.05
4) Acenaphthene-d10 12.29 1led4 7199658 40.00 ug/L -0.05
8) Phenanthrene-dl0 14.86 188 11547852 40.00 ugsL -0.05

10) Chrysene-dl2 20.49 240 14067764 46.00 ug/L -0.09
15) Perylene-dl2 25.43 264 14220031 40.00 ug/L -0.06

System Monitoring Compounds
3) Nitrobenzene-d5 8.24 82 3818982 35.39 ug/L ~-0.04
Spiked Amount - 50.000 Recovery = 70.78%

5) 2-Fluorobiphenyl 11.14 172 7836277 35.01 ug/L -0.05
Spiked Amount 50.000 Recovery = 70.,02%
12) Terphenyl-di4 17.67 244 8388324 35.45 ugs/L -0.06
Spiked Amount 50.000 Recovery = 70.90%

Target Compounds Qvalue
6) Dimethylphthalate 11.82 163 7791961 26.95 ug/L 99
7) Diethylphthalate 13.03 149 7561776 25.97 ug/L 100
9) Di-n-butylphthalate 15.88 149 12758159 27.93 ug/L 95

11) Pyrens 17.39 202 12476579 27.06 ug/L 81
13) bis(2-Ethylhexyl)phthalate 20.69 149 9579502 27.51 ug/L 99
14) Di-n-octylphthalate 23.51 149 16352337 28,04 ug/L 100

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

120032 W M Sat Mar 08 10:32:34 2014\ her 6616 & 6617 - Limu - Semivolatile 8270C FadR412or178
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Continuing Calibration Report AGS

Method Path @ C:\MSDCHEMNINCALFILES\8270CALS\

Method File : E8270321HW.M
Title ¢ 8270 BNA Calibration

Last Update : Sat Mar 08 10:32:57 2014
Responge Via : Initial Calibration

CC Data File: E0308402.D

Min. RRF : 0,000 Min. Rel. Area : 50%
Max. RRF Dev : 20% Max. Rel. Area : 200%
Compound AvgRF  CCRF %Dev Area%

11 1,4-Dichlorohenzense-d4 1.000 1.000 0.0 104
2 I Naphthalene-d8 1.000 1.000 0.0 103
3 S Nitrobenzens-d5 0.337 0.397 -18.0 124
4 I Acenaphthene-dl0 1,000 1.000 0.0 104
5 S 2-Fluorobiphenyl 1,243 1.451 -16.7 127
6 T Dimethylphthalate 1.607 1.443 10.2 97
7 T Diethylphthalate 1.618 1.400 13.4 95
8 I Phenanthrene-dlo0 1.000 1.000 0.0 100
9 T Di-n-butylphthalate 1.582 1.473 6.9 97
10 1 Chrysene-dl12 1.000 1.000 0.0 105
11 ™ Pyrene 1.311 1.183 9.8 100
i2 s Terphenyl-dl4 0.673 0.795 -18.2 128
13 T bis(2-Ethylhexyl)phthalate 0.990 0.908 8.3 96
14 TC  Di-n-octylphthalate 1.658 1.550 6.54 96
15 I Perylene-di2 1.000 1.000 0.0 104

SPCC's out = 0 CCC's out =1

l8%&ﬁﬁ%%§W.M Sat Mar 08 10:32:529 %914

eport Number 6616 & 6617 - Limu - Semivolatile 8270C
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5B

SEMIVOLATILE ORGANIC GC/MS TUNING AND MASS CALIBRATION - DECAFLUOROTRIPHENYLPHOSPHINE

(DFTPP)
Lab Name: ARDL, Inc. Contract: —---
Lab Code: -—- Case No.: —--- SAS No.: ——-— SDG No.: —-=--—
Lab File ID: E0403401 DFTPP Injection Date: 04/03/14
Instrument ID: AG)H DETPP Injection Time: 08:30
m/e| ION ABUNDANCE CRITERIA %ABRUENLI?ATNIC\TEE
51| 30 - 80% of mass 198 33.1
68| Less than 2.0% of mass 69 0.0 (1)
69| (reference only) 31.4
70| Less than 2.0% of mass 69 0.6 (1)
127 25 - 75% of mass 198 45.8
197| Less than 1% of mass 198 0.0
198| Base Peak, 100% relative abundance 100.
1991 5 - 9% of mass 198 6.8
2751 10 - 30% of mass 198 24.8
365| Greater than 1% of mass 198 2.9
4411 0 ~ 100% of mass 443 91.6
4421 40 - 110% of mass 198 105.3
443] 15 - 24% of mass 442 20.0 (2)
(1) -Value is % mass 69 (2) -Value 1s % mass 442

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

BLANKS, AND STANDARDS:

EPA SAMPLE NO. LAB LAB DATE TIME
SAMPLE ID FILE ID ANALYZED ANALYZED

1| BNA STD 030 PPM STD E0403402 04/03/14 08:57
21 BLANK B10179 006616-04B1 E0403403 04/03/14 09:45
3] SPBK B10179 006616-04K1 E0403404 04/03/14 10:27
41 MAK120L 006616-01 E0403405 04/03/14 11:09
5] MAK121L 006616-02 E04034006 04/03/14 -11:52
6| MAK122L 006616-03 E0403407 04/03/14 12:35
71 MAK123L 006616-04 £0403408 04/03/14 13:17
8| Mak123LMS 006616-04MS E04034009 04/03/14 14:00
9] MAK123LMSD 006616-04MD 10403410 04/03/14 14:43
10 MAK124L 006616-05 E0403411 04/03/14 15:26
11] MAK126L 006616-06 £E0403412 04/03/14 16:08
12| MAK127L 006616-07 E0403413 04/03/14 16:51
13] MAK128L 006616-08 £E0403414 04/03/14 17:34
14| MAK116L 006617-01 £0403415 04/03/14 - 18:17
151 MAK117L 006617-02 £0403416 04/03/14 18:59
16| MAK118L 006617-03 E0403417 04/03/14 19:42
17 ik

18

19

20

21

22

page 1 of 1 FORM V 8V 3/90

ARDL Inc
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" Data Path
Data File
Acg On
Operator
Sample
Misc
ALS Vial

Integration
Method

Title :
Last Update

. PEK

DFTPP

C:\MSDCHEMN\1I\DATAN040314\

. E0403401.D

3 Apr 2014  8:30

50 PPM TUNE 16355

. AG-5 8270

1 Sample Multiplier: 1

File: FRED.P
C:\MSDCHEMN1\METHODS\8 27 0TUNPULSE . M
8270 TUNE METHOD

Wed Aug 28 11:55:28 2013

Abundance "TICE04034010

3500000

3000000

2500000

2000000

1500000

1000000

500000 \\

0 T Y T T T T T T T T T T T T 7 T LT T T T T T T T T A/[j I\MT—-[.-/(\J“/"-“I
11me—> 1050 1100 o 11s0 1200 12,50 13.00 1350 14.00
Abundance ‘Average of 12.446 to 12.451 min.: E0403401.D ()
442
198

300000

250000

200000

25b
127
150000 27
61
100000 10 975
50000 186 224
167 296 423

B D T ll3lgl ||l| I| T Illl“i{l lgllalﬂ[li’{| |l| I JI II??BI) l II! ﬁ’i‘l‘ll illl | l11| I!”i T 12'4l L tl !.l I‘|I|II T T ll?q?lazlfgl%si l????‘ls_?l I3I8I3| T I4IU‘(:3111 II 7T IfTI H
mfz—> 40 GU 80 100 120 140 180 180 200 220 240 260 280 300 320 340 360 380 400 420 440 '
AutoFind: Scans 1185, 1186, 1187. Background Corrected with Scan 1173
| Target | Rel. to | Lower | Upper | Rel | Raw | Result |
| Mass | Mass | Limit% | Limit% | Abn% | Abn | Pass/Fail |
| 51 | 198 | 30 | 80 | 33.1 | 103357 | PASS |
| 68 | 69 | 0.00 | 2 | 0.0 | 0 | PASS |
| 69 | 198 | 0,01 | 100 | 31.4 | 98169 | PASS |
[ 70 | 69 | 0.00 | 2 | 0.6 /| 626 { PASS |
| 127 | 198 | 25 | 75 | 45.8 | 143198 | PASS |
| 197 | 198 | 0.00 | 1 | 0.0 | 0 | PASS |
| 198 | 198 | 100 | 100 | 100.0 | 312512 | PASS |
| 199 | 198 | 5 | 9 | 6.8 | 21280 |  PASS |
| 275 | 198 | 10 | 30 | 24.8 | 77448 |  PASS |
| 365 | 198 | 0.75 | 100 | 2.9 | 9124 | PASS |
| 441 | 443 | 0.01 | 100 | 91.6 | 60146 |  PASS |
| 442 | 198 | 40 | 110 | 105.3 | 329173 | PASS [
| 443 | 442 | 15 | 24 | 20,0 | 65672 |  PASS |

8270TUNPULSE .M Thu Apr 03 08:48:00 2014
Report Number 6616 & 6617 - Limu - Semivolatile 8270C

ARDL Inc
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Average of 12,446 to 12,451 min.:

50 PPM TUNE 16355
Modifiad:subtracted

m/z abund.
37.10 454
38.15 1368
39,156 7634
40G.10 161
45.00 183
48.10 28
50.20 27850
51.20 103357
52.15 5342
53.00 25
55,10 268

average of 12.446 to 12.451 min.:

50 PPM TUNE 16355
Modified:subtracted

m/z abund,
90.30 90
91.10 1777
92.10 2314
93.10 12940
94,10 1139
96,056 624
98.05H 9924
99.10 8247
~.100.10 646
101.05 4618
102.10 219

50 PPM TUNE 16355
dodified:subtracted

m/z abund,
138.15 482
138.90 134
139.20 242
140.10 635
141.05 6833
142.05 2480
143.00 1443
144,05 609
145.10 375
146 .15 1469
147 .10 3538

50 PPM TUNE 16355
dodified :subtractad

n/z abund.
180.05 7632
181.10 4063
182,00 534
183.05 421
184 .10 1299
185.15 5940
186 .10 41410
187 .10 12822
188,10 1519
189.05 2192
190,00 466

50 PPM TUNE 16355
{fodified:subtracted

m/z abund.
228.05 2920
229.056 3481
229.95 841
231.10 1612
232.00 129
232.30 128
232.95 381
234.05 1408
235.05 1505
236,00 1077
237 .05 1423

0 PPM TUNE 16355

ARDL Inc

m/z

.10

m/z

103.
104,
105,
107.
108.
110.
111,
112,
113.
114,
. 114,
Average of 12,446 to 12,451 min.:

n/z

148.
149,
150,
151,
151,
152.
153.
154,
155,
156,
. 157,
\wwverage of 12.446 to 12.451 min.:

m/z

191.
192.
193,
194,
194.
194,
196.
198,
199,
200,
201,
werage of 12.446 to 12,451 min.:

n/z

238,
239.
240,
241,
242,
244,
245,
246,
247.
248,
. 249,
werage of 12,446 to 12.451 min.:

Report Number 6616 & 6617 - Limu - Semivolatile 8270C

E0403401.D

abund, m/z
2434 66.20
6410 67.05

335 69.10
7 70.10
21 72.00
12 73.10
1343 74.10
1457 75.05
4180 77.15
666 78.15
2058 79.10
E0403401.D
abund. mn/z
1464 115.20
3369 116.290
3071 117.10
39714 118.05
6433 119.10
74861 120.10
10022 121.05
1367 122.10
468 _123.10
51 124,05
160 125,10
E0403401.D
abund, mn/z
8533 157,95
1791 159.00
450 160,05
1112 161.10
631 162.00
234 163.15
2068 163.90
1728 165,00
4407 166,15
6037 167.05
1172 168,10
E0403401.D

abund. n/z
1388 203.10
4024 204,05
3901 205,05

417 206,10
454 207 .05
245 208,00
10208 209.05
312512 210,10
21280 211.05
1853 212.10
1635 213.05
£E0403401.D
abund. m/z
204 250.00
844 250,15
603 250.90
1212 251.10
2535 252,00
34613 252.20
4907 253.05
6257 255,10
1407 256,10
342 257 .10
1363 258,05
E0403401.D

abund .
225

98169
626

1226
11459
17326

127797

8770

7041

abund.
101
784
32173
2061
227
285
212
2578
..3440
2009
2004

abund.
1331
885
2491
3507
954
404
146
2165
2758
16483
8793

abund,
2543
11014
19173
79717
11016
2403
746
1201
3066
141
256

abund.
220
263
192

215
442
792
171136
25133
1276
10008

mn/z
127.10
128.15
129.05
130.05
131.00
132.05
133.00
134.00

135..10.

136.05
137.05

m/%z.
169.05
169.90
171.05
172,05
173.10
174.10
175.10
176.10
177.00
178.00
179.05

m/z
214.20
215.10
217.05
218.05
219.15
221.160
222.00
223.15
224,05
225,10
227.10

n/z
259.00
259.95
260.20
261.05
262.00
262.30
263,00
264,00
265,05
266,05
267.00

abund.
5511
8362
1978
1590
442
2091
2316
1104
624
125
44

abund.
143198
11483
51280
3988
632
691

1745
4520
1894
2530

abund.
1479
148
874
1381
1896
3028
5383
1848
2298
617
10292

abund .

1021
19649
2661
370
14895
1694
4958
44738
12067
17860
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Modified:subtracted

. abund.
267,60 106
269.85 89
270,85 279
271.25 282
272,05 763
273.00 5441
274.10 15401
275.10 77448
276.10 10218
277 .05 5914
278,05 1151

Average of 12.446 to 12.451 min.:

50 PPM TUNE 16355
Modified:subtracted

m/z abund.
312.10 45
312,95 212
314,10 1436
315.05 2176
316,05 1287
317.10 247
319.10 38
319,30 65
319.70 60
320.20 55
321.05 639

AGérage of iéf446'£BAiz.4él min.:

50 PPM TUNE 163655
dodified:subtracted

m/z abund,
354,10 2447
355,00 595
356.00 115
357.80 57
358.85 61
359.10 1056
360.60 64
360.90 72
361.50 68
362.25 82
362.75 113

\verage of 12.446 to 12.451 min.:

50 PPM TUNE 16355
lodified:subtracted

m/z abund.
408, 45 58
410,00 103
413,10 68
414,490 49
414.90 52
415,20 64
416,10 46
417.30 40
417.80 43
418.30 37
419.00 38

swwerage of 12,446 to 12.451 min.:

30 PPM TUNE 16355
fodified:subtracted

n/z abund.
438.80 38
439.10 39
441,10 60146
442,10 329173
443,10 65672
444,10 5854
445,05 202

ARDL Inc

m/z
279,
279,
281,

2821

282,
284.
285.
286,
286,
288,
288,

m/z
323.
324,
325,
325,
327.
328,
328,
330.
330.
332.

333

10
05
10
95
00

m/z
365.
366.
366.
367,
367.
368,
369.
370.
371.
372.
373.

m/z
419,
419,
421,
422,
423,
424,
425,
426,
427,
427,

427

n/z

abund, mn/z
274 289.95
35 291.05
69 291.90
177 292.10
661 293.05
766 294.00
1141 296.05
304 297 .05
37 297.90
110 299,05
481 299.90
E0403401.D
abund. m/z
7294 334.05
1242 - 335.05
211 336,15
106 339.00
1383 340,10
569 341,00
123 341.70
27 341,95
38 343,20
603 344,00
_._71%7 345,00 _
E0403401.D
abund. m/z
9124 374.00
1591 374,90
69 375.10
31 376,95
37 381.80
39 383.00
187 384.00
103 384.80
639 385,20
4174 390,05
1691 391.00
E0403401.D
abund. m/z
38 427,90
42 428,30
2429 429.35
2410 429,80
16247 430,15
3177 431 .45
294 431.70
124 432.25
30 432,60
76 432,80
38 433,10
E0403401.D
abund, m/z

Report Number 6616 & 6617 - Limu - Semivolatile 8270C

abund.
276
197

223
1717
701
19026
3012
142

36

abund.

m/z
301,05
302.00
303.10
304.05
305.00
306,30
307.30
308.05
308.90
309.95
310,90

m/z
346.00
346.80
348.60
349.00
349.50
349,90
350.20
350,85
351.10
352.10

.353..10.

m/z
391.85
392.10
394.40
397.20
401.00
402.00
403.05
404.10
404.95
405.70
407.60

m/z
433.70
433.90
434 .40
435,00
435.30
435.50

435,90 -

436.70
437.00
437 .80
438.05

m/z

abund.
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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

Abundance

160000
140000
120000
100000
80000
760000
40000
20000

: 0
Time-->

Abundance

100000

80000

i 60000

40000

20000

©

m/z-->

Il|I|Il|l|IlI||I'III

11'e0 | 1180 1200

36

_ 1120 0 1140
95
60
83 107
8
60 80 100 1

40

(1) Pentachlorophenol (TMC)

Quantitation Report (Qedit)

C:\MSDCHEM\1\DATANO40314\

E0403401.D
3 Apr 2014
PEK

8:30

50 PPM TUNE 16355

AG-5 8270

1 Sample Multiplier: 1

Apr 03 08:49:

54 2014

C \MSDCHEMN\1\METHODS\8 2 70TUNPULSE . M
8270 TUNE METHOD -

Wed Aug 28 11:55:28 2013
Initial Calibration

lon 264.00

on 266,00 (265.70 10 266.70): E0403407D
263.70 to 264.70); E0403401.D

Jon 268.00 (267.70 to 268.70): E0403401.D

12, T&iling = 1.45

| |
Sk

§

oy

)I'I[lllll‘lv(lI|IIl)YllD|||IIIIllll||l

12.20 1240 1260 1280 13.00 1320  13.40

167

130 202

143

266

230

¥ 155, I, 179199, lfj.214 “”Q 281 326 343 377 448

12.187min (-0.063) 12.86ug/L

response 137108

lon
266.00
264.00
268.00

0.00

Exp% Act%
100 100
63.80 62.57
63.80 58.15

0.00 0.00

T lll] 1|v1|1||||)\1|l\]yA\\I\\\\l\\\\]v\\!]\!\\T

120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440

TIC; E0403401.D°

8 PULSE.M Thu Apr 03 08:50: 0 :
%EEBEW p éeport umber 6616 & 6617 - Limu - Semivolatile 8270C ngaegi?lg 0%178



Quantitation Report (Qedit)

Data Path : C:\MSDCHEMN\INDATAN040314\
Data File : E0403401.D

Acq On : 3 Apr 2014 8:30
Operator : PEK

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

ALS vial 1 Sample Multiplier: 1

Quant Time: Apr 03 08:49:54 2014

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

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

Response via : Initial Calibration

Abundance ) i “lon 184,20 (183.80 to 164.90): E0403401.D
2000000 lon 92.10(91.80 to 92.80): E0403401.D
: lon 156.10 (155.80 to 156.80): E0403401.D
1500000
13.5Bafling = 1.31
I
1000000
o I
500000 |
|
Ol | ™ b i l i 1 1 1 | 1 H | t I 1 1 t 1 ‘ ] 1 1 1 1 IV:I‘.“| I ] T T T I T T T T l T 1 l'] 1 Tr I'|'I [ IR | | 1 1 4 1 | Il
Time--> 1240 1260 12.80 13.00  _ 13.20 1340 1360 1380 1400 _ 1420 1440 1460 __ 14.80_
Abundance :
: 184
1200000
1000000
800000
600000
400000
200000
65 77 i 117130 130167
| 39 52 198 43 196207 223 237 252 266 281 312 341 355 390 430 ;
, L R AN L R ed 1 TNNENE. MR —
miz-> 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440

TIC: E0403401.D

(3) Benzidine (T)

13.627min (-0.073) 42.63ug/L
response 2198445

lon Exp% Act%
184.20 100 100
92.10 13.70 9.68#
156.10 = 8.60 7.44
0.00 0.00 0.00

82 HUNEULSE . M Thu Apr 03 08:50:37 204 1o 6616 & 6617 - Limu - Semivolatile 8270C Fa94950 bt 178



Abundance

Data Path
Data File
Acqg On
Operator
Sample
Misc

ALS Vial

Quant Time:
Quant Method
Quant Title
QLast Update
Response via

Abundance

800000
700000
600000
500000
400000
300000]
200000

100000

0 L oy
Tlme--> 13, 40

500000

400000

300000

200000

100000

36
40

o

m/z-->

(4) DDT

.. 1380

50 &

Quantitation Report (Qedit)

C:\MSDCHEM\INDATAN040314\

E0403401.D

3 Apr 2014 8.:30
PEK

50 PPM TUNE 16355
AG-5 8270

1 Sample Multiplier: 1

Apr 03 08:49:54 2014
C \MSDCHEM\ 1\METHODS\8270TUNPULSE . M
8270 TUNE METHOD
Wed Aug 28 11:55:28 2013
Initial Calibration

lon 237.00 (236,70 to 237.70): E0403401.D
lon 166.10 (164.80 to 165.80): E0403401.D

Degradation = 5.26%
1$F1

© 14.20

v T T T \"l
14.60

[ S O T T A T

14.80

TEYTTTTY

1440

L T S T S

14.00

]'"\ 1 'I'\‘]‘

13.80

235

165

199
212

5
88 105 123'90 -

248
, ﬁ 267 282 304 319

“Jon 235.00 (7347010 235.70): E0403401D

L

15.00 .

Lo

15 20

354 368

[

" 1540

416

[

1660

442

Cot

15 80

[ e e e o

T T blll[!lll

TIC: E0403401.D

60 80 100 120 140 160

14.520min (-0.100) 32.66ug/L

response 847736

lon
235.00
237.00
165.10

0.00

Exp% Act%

100 100
64.80 64.95
59.00 57.37

0.00 0.00

TTT T T T T

8 ARBTURPULSE .M Thu Apr 03 08:51:20, 2Qdiber 6616 & 6617 - Limu - Semivolatile 8270C

TTTT

T

TTTT

180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480
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Method Path
Methdd Filse
Title

Last

Response Via

E8270321HW. M

Continuing Calibration Report AGS5

C:\MSDCHEMNINCALFILESN8270CALSN\

8270 BNA Calibration

Update

CC Data File: E0403402.D

Min.
Max.,

: Thu Apr 03 09:30:57 2014
Initial Calibration

RRF ' 0.000 Min. Rel, Area : 50%

RRF Dev : 20%

Compound

=~ Oy U1 o W N
HenH -

w0 o
=R

1,4-Dichlorobenzene-d4

Naphthalene-d8
Nitrobenzene-d5s

Acenaphthene-dl0
2-Fluorobiphenyl
Dimethylphthalate
Diethylphthalate

Phenanthrene-d10
Di-n-butylphthalate
Chrysene-d12

Pyrene
Terphenyl-dl4

bis(2-Ethylhexyl)phthalate

Di-n-octylphthalate

Perylene-d12

Max. Rel., Area : 200%

AvgRF CCRF %Dev  Area%
1.000 1.000 0.0 120
1.000 1.000 0.0 119
0,337 0.375 ~-11.4 135
1.000 1.000 0.0 119
1.243 1.283 -3.2 129
1.607 1.371 14.7 106
1.618 1.326 18.0 103
1.000 1.000 0.0 113
1.582 1.412 10.8 105
1,000 1.000 0.0 117
1.311 1.147 12.5 108
0.673 0.712 -5.8 128
0,990 0.881 11.0 103
1.658 1.501 9.58 104
1.000 1.000 0.0 115

i827032
Al

HHW.M Thu Apr 03 09:31:00

RDL Inc

SPCC's out = 0 CCC's out =1

2014
Report Number 6616 & 6617 - Limu - Semivolatile 8270C

Bade o3 or178



Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEMNINDATANO040314\
Data File : E0403402.D

Acgq On : 3 Apr 2014 8:57
Operator : PEK

Sample : 30 PPM STD 16356
Misc . AG-5 8270

ALS Vial : 2 Sample Multiplier: 1

Quant Time: Apr 03 09:30:31 2014

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

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

Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.39 152 3859454 40.00 ug/L -0.06
2} Naphthalene-d8 9.37 136 14779765 40.00 ug/L -0.05
4) Acenaphthene-dl0 12.28 164 8246575 40.00 ugs/L -0.06
8) Phenanthrene-dl0 14.85 188 13052496 40.00 ug/L -0.06

10) Chrysene-dl2 20.48 240 15665869 40,00 ug/L -0.10
15) Perylene-dl2 25.43 264 15818552 40.00 ugs/L -0.06

System Monitoring Compounds
3) Nitrobenzene-d5 8.23 82 4158864 33.43 ug/L -0.05
Spiked Amount.__.___50.,000_.__ . . _ . _Recovery. _ .= _ 66.86% __ . __ _ . _ _ S
5) 2-Fluorobiphenyl 11.13 172 7936169 30.96 ugs/L -0.06
Spiked Amcount 50.000 Recovery = 61.92%

12) Terphenyl-dl4 17.67 244 8367208 31.75 ug/L -0.07
Spiked Amount 50.000 Recovery = 63.50%

Target Compounds Qvalue
6) Dimethylphthalate 11.82 163 8476899 25.59 ug/L 100
7) Diethylphthalate 13,03 149 8201133 24.59 ugsL 100
9) Di-n-butylphthalate 15.87 149 13823619 26.77 ug/L 95

11) Pyrene 17.38 202 13475977 26.25 ugsL 81
13) bis(2-Ethylhexyl)phthalate 20.67 149 10352070 26 .70 ugsL 99
14) Di-n-octylphthalate 23.49 149 17637389 27.16 ug/L 100

820 4R2HEW. M Thu Apr 03 09:30:32 234 Number 6616 & 6617 - Limu - Semivolatile 8270C Rage 104 of 178
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ARDL Inc

woseer 21 1[04 $370

Notebook No. 33717 7

Continued from Page

—T ; Injection Log
S - Directory: CA\MSDCHEMVADATAN030714
Line Vial FileName  Multiplier SampleName Misc; Info
Lblont
—— 1 1 [E0307401d 1. 50 PPM TUNE 162807 Tedlieg ¥ e el uA‘G -5 8270
2 1 E0307402d 1. 50 PPM TUNE 16289)Chuwsp= U’f:\'u)/‘*\k AG-5 8270
3 1 E0307403.d 1. 50 PPM TUNE 16289 fosy AG-5 8270
4 2 E0307404d 1. BLK 16293 Pass Vel vQ Lurve AG-5 8270
5 3 E0307405d 1. 5 PPM STD 16294 aouvel @S AG-5 8270
6 4  E0307406.d 1. 10 PPM STD 16295 , G-5 8270
7 5 EO0307407.d 1. 20 PPM STD 16296 EWO?"H""QG 58270
8 6 [E0307408d 1. 30 PPM STD 16297 ) ‘ AG-5 8270
9 7 E0307409d 1. 40 PPM STD 16298 o AG-5 8270
10 8 EO0307410d 1. 60 PPM STD 16299 Pas e, AG-5 8270
/\\_ e "/’ - g
AL T2, Ded |
CE T
//
A
/
/t
/
/
//
— 7
[\ Continued on Page
?E\% Read and Understood By
)T ‘ r
| ‘ , ' K 3/l /J
Signed ’ Date ZHgned Date

Report Number 6616 & 6617 - Limu - Semivolatile 8270C
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gROJEéT g I %/ fellii

€70

Notebook No.
Continued from Page

3323

Injection Log

Directory:  CA\MSDCHEM\1\DATA\030814
— Line Vial FileName ~ Multiplier SampleName Misc Info
1 1 E0308401d 1. 50 PPM TUNE 16289 fhec AG-5 8270
— 2 2 E0308402.d 1. 30 PPMICV 16300 Pesec¢ AG-5 8270
3 3 E0308403.d 1. 006611-04B1 Pesc B10161 AG-56 8270
4 4  EO0308404.d 1. 006611-04K1 B10161 AG-5 8270
—— 5 5 E0308405.d 1. 006611-01 B10161 AG-5 8270
6 6 EO0308406.d 1. 006611-02 B10161 AG-5 8270
7 7 EO0308407.d 1. 006611-03 B10161 AG-5 8270
. 8 8 E0308408.d 1. 006611-04 B10161 AG-5 8270
9 9 E0308409.d 1. 006611-04MS B10161 AG=5 8270
I~ 10 10 E0308410d 1. 006611-04MD B10161 AG-56 8270
— 11 11 E0308411d 1. 006611-05 B10161 AG-5 8270
12 12 [E0308412.d 1. 006611-06 B10161 AG-5 8270
13 13 EO0308413.d 1. 006611-07 B10161 AG-5 8270
14 14 EO0308414d 1. 008611-08 ECLQ % B10161 AG-5 8270
M -
DIV O 90 1y
|~ L <P | VU YT Y
/
/
/
/7
/
/
# /
/|
/

Continued on Page

VEK

2110 (260

Read and Understood By

gr

2/
V4

Signed

Date

/éigned

Diate

ARDL Inc

Report Number 6616 & 6617 - Limu - Semivolatile 8270C
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. 7 | 7 s
20 L g ’ T Notebook No. '3 3 2 3
PROJECT L-) } }9@]1‘\ %&70 ToSbues Continued from Page
e U R O N B
Injection Log
Directory: C:\MSDCHEM\1\DATA\040314
| Line Vial FileName  Multiplier SampleName - Misc Info
- 1 1 E0403401.d 1 50 PPM TUNE 16355 ?aeg AG-5 8270
2 2 E0403402d 1 30 PPM STD 16356 {cg AG-5 8270
-3 3 E0403403d 1 006616-04B1 Tawss B10179 AG-5 8270
4 4 E0403404.d 1 006616-04K1 B10179 AG-5 8270
5 5 EO0403405d 1 006616-01 B10179 AG-5 8270
6 6 E0403406.d 1 006616-02 B10179 AG-5 8270
7 7 E0403407.d 1 006616-03 B10179 AG-5 8270
] 8 8 E0403408.d 1. 006616-04 Pese ‘ B10179 AG-5 8270
9 9 E0403409.d 1. 3/ 006616-04MS ] B10179 AG-5 8270
10 10 E0403410.d 1. WL 006616-04MD. D25 Below B10179 AG-5 8270
11 11 E0403411.d 1 006616-05 Puse B10179 AG-5 8270
7~ 12 12 E0403412d 1 006616-06 B10179 AG-5 8270
1 13 13 E0403413d 1 006616-07 B10179 AG-5 8270
14 14 E0403414.d. 1 006616-08 B10179 AG-5 8270
15 156 E0403415.d 1 006617-01 B10179 AG-5 8270
16 16 E0403416.d 1 006617-02 B10179 AG-5 8270
17 17 E0403417.d 1 - 006617-03 Pacse, B10179 AG-5 8270
& A
D* e,«\-\\\/\(u\,d-\/\a\, Che. wedsulwm wes [suitatelo l mt\—”a ( " 7 '\ Ya“ ZO) VAl
Shlole LLloHME d 37%d and | Soluplel 8616-4 D |aX NG |
\ - , 1
Di =il Ql\/u&lm ot | v Regusely wds S 59 e e LS. TMviaiena d
;\req,Ml'iu X aML;t edianend tol | e dovertes| et wibw|ivl pueflusel| Winits
¢ R
Lo AL Catuples. S hetddee s |l ut‘Um.l/ P\/{ Wlalpts. f‘%:u—ubz"
- . Y N
\\VL “SV\SL /V\/é A JA/\I > ‘(\\i 4 &4“\»\ Q\&\,m‘\-&_e,t QL(D WALOTM X | {W “\"?J-" ‘D\Z'\ev\e_e, - ‘
<’_\‘3 e N/
[ BN
Ve v
/' .
Vv
/
/] Continued on Page
(?Ey,—\ Read and Understood By
2 L 3 - ;
B 414 (200 o 7///¢
Signed bate E(yéned Pate '

ARDL Inc

Report Number 6616 & 6617 -

Limu - Semivolatile 8270C
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Blank / Field Sample / QC Data

Sample Results

Chromatogram

Quant Report (If applicable)

Confirmation Analysis Quant Report / Chromatogram (If applicable)

Tentatively ldentified Compounds (If required)

Rev. 1.1
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ARDL, Inc.

Mt. Vernon,

Lab Report No: 006616

METHOD BLANK REPORT

400 Aviation Drive;
Illinois 62864

Report

Date: 04/0

P.O. Box 1566

7/2014

Project Name: MAKAU MILITARY RES O

Project No.:
NELAC Certified - IL100

Analytical Method: 8270C

308 Prep Meth

od: 3550A

Analysis: BNA'S (METHOD 8270)

| |

I |

| |

l I

| Field ID: NA ARDL Lab No.: 006616-04B1

| Desc/Location: NA Lab Filename: E0403403

| Ssample Date: NA Received Date: NA

| Sample Time: NA Prep. Date: 04/01/2014 |

| Matrix: QC Material Analysis Date: 04/03/2014 |

| Amount Used: 5 g Instrument ID:  AG5 ]

| Final Volume: 1 mL QC Batch: B6705

| % Moisture: NA Level: LOW

| |

| Method Reporting Data

| Parameter Limit Limit Result  Flag Units ]

I |

| Dimethylphthalate 200 1000 ND UG/KG

| Diethylphthalate 200 1000 ND UG/KG

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

| Pyrene 200 1000 ND UG/KG

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

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

I |

| SURROGATE RECOVERIES: Limits Results |

|Nitrobenzene-d5 30-130 94% ]

| 2-Fluorobiphenyl 30-130 101% |

| Terphenyl-di4 30-130 101% |
l

Surrogate recoveries marked with '*!

Blank for Run B6705, BNA'S

ARDL Inc

(METHOD 8270)

Report Number 6616 & 6617 - Limu - Semivolatile 8270C

indicates they are outside standard limits.

Page 1 of 1
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Quantitation Report (Not Reviewed)

..Data Path : C:\MSDCHEMN\LI\DATAN040314\
Data File : E0403403.D

Acg On . 3 Apr 2014 9:45
Operator : PEK

Sample . 006616-04B1

Misc : B10179 AG-5 8270

ALS Vial : 3 Sample Multiplier: 1

Quant Time: Apr 03 10:26:53 2014

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

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

Response via : Initial Calibration

Internal Standards R.T. Qlon Responge Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.39 152 3915488 8000.00 ugsKg 0.00
2) Naphthalene-d8 9.36 136 14827642 8000.00 ugsKg 0.00
4) Acenaphthene-dlo0 12.28 164 8112546 8000.00 ug-Kg 0.00
8) Phenanthrene-dl10 14,85 188 13654809 8000.00 ugs/Kg 0.00

10) Chrysens-dl2 20.47 240 16331919 8000,00 ug/Kg -0.03
15) Perylene-dl2 25.42 264 15525394 8000.00 ug-Kg 0.00

System Monitoring Compounds
3) Nitrobenzene-d5 8.23 82 2942880 4715.40 ugsKg -0.01
Spiked Amount 5000.000 Recovery = 94.31%

5) 2-Fluorobiphenyl 11.13 172 6377030  5057.23 ugsKg -0.01

Spiked Amount 5000.000 Recovery = 101.14%

12) Terphenyl-dl4 17.67 244 6948531  5058.66 ug/Kg 0.00

Spiked Amount 5000.000 Recovery = 101.17%
Target Compounds Qvalus

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

E8270321HT.M Thu Apr 03 10:26:53 2014 Page: 1
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ARDL, INC,.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006616 Report Date: 04/07/2014

| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) 1
| Project No.: Analytical Method: 8270C l
| NELAC Certified - IL100308 Prep Method: 3550A |
I |
| Field ID: NA ARDL Lab No.: 006616-04K1 {
| Desc/Location: NA Lab Filename: E0403404
| Ssample Date: NA Received Date: NA ]
| sample Time: NA Prep. Date: 04/01/2014
| Matrix: QC Material Analysis Date: 04/03/2014
| Amount Used: S g Instrument ID:  AG5 |
| Final Volume: 1 mL QC Batch: B6705 |
| % Moisture: NA Level: LOW ]
l |
| Method Reporting Data |
| Parameter Limit Limit Result  Flag Units |
l |
| Dimethylphthalate 200 1000 4120 UG/KG
| Diethylphthalate 200 1000 4110 UG/KG
| Di-n-butylphthalate 200 1000 4260 UG/KG
| Pyrene 200 1000 4300 UG/KG
| bis(2-Ethylhexyl)phthalate 200 1000 4040 UG/KG
| Di-n-octylphthalate 200 1000 4120 UG/XG
| |
| SURROGATE RECOVERIES: Limits Results
| Nitrobenzene-ds 30-130 80% ]
| 2-Fluorobiphenyl 30-130 102% |
| Terphenyl-d14 30-130 105%

l

l

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

Spike Blank for Run B6705, BNA'S (METHOD 8270) Page 1 of 1
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Quantitation Report

Data Path : C:\MSDCHEMNINDATANO040314\
Data File : E0403404.D

Acgq On ¢ 3 Apr 2014 10:27
Opsrator : PEK

Sample » 006616-04K1

Misc ; B10179 AG-5 8270

ALS vial 4 Sample Multiplier: 1

Quant Time: Apr 03 11:02:56 2014

Quant Method : C;\MSDCHEM\INCALFILESN\8270CALS\E8270321HT.M

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

(Not Reviewed)

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.39 152 3851713 8000.00 ug-Kg 0.00
2) Naphthalene-d8 9.36 136 14706576 8000.00 ug-/Kg 0.00
4) Acenaphthene-dl10 12.28 164 8058564 8000.00 ug-Kg -0.01
8) Phenanthrene-dio0 14.85 188 13401313 8000.00 ugsKg -0.01

10) Chrysene-dl2 20.46 240 16149565 8000.00 ugsKg -0.03
15) Perylene-dl2 25.42 264 15434311 8000.00 ugsKg -0.01

System Monitoring Compounds
3) Nitrobenzene-d5 8.23 82 2484136 4013.12 ugrsKg -0.01
Spiked Amount 5000.000 Recovery = 80.26%

5) 2-Fluorobiphenyl 11.13 172 6365042 5081.54 ugsKg -0.01
Spiked Amount 5000.000 Recovery = 101.63%
12) Terphenyl-dl4 17.66 244 7142569 5258 .64 ugsKg -0.01
Spiked Amount 5000.000 Recovery = 105.17%

/

Target Compounds Qvalue
6) Dimethylphthalate 11.81 163 6662281 4116.71 ugsKg 99
7) Diethylphthalate 13.02 149 6701%44 4112.97 ug/Kg 99
9) Di-n-butylphthalate 15.87 149 11304427 4264.62 ugsKg 95

11) Pyrene 17.38 202 11367382 4295.69 ug-Kg 81
13) bis(2-Ethylhexyl)phthalate 20.67 149 8081700 4043.31 ugsKg 99
14) Di-n-octylphthalate 23.48 149 13781580 4117.53 ug-Kg 100
(#) = qualifier out of range (m) = manual integration (+) = signals summed

E8270321HT.M Thu Apr 03 11:02:57 2014

ARDL Inc Report Number 6616 & 6617 - Limu - Semivolatile 8270C
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ARDL, INC.
400 Aviation Drive; P.0O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006616 Report Date: 04/07/2014
Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270)
Project No.: Analytical Method: 8270C
NELAC Certified - IL100308 Prep Method: 3550A
Field ID: MAK120L ARDL Lab No.: 006616-01
Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: E0403405
Sample Date: 01/31/2014 Received Date: 03/14/2014
Sample Time: 1040 Prep. Date: 04/01/2014
Matrix: TISSUE Analysis Date: 04/03/2014
Amount Used: 5 g Instrument ID: AGS
Final Volume: 1 mL QC Batch: B6705
% Moisture: No Moisture Present Level: LOW
Method Reporting Data Dilution
Parameter Limit Limit Result Flag Units Factor
Dimethylphthalate 200 1000 ND UG/KG 1
Diethylphthalate 200 1000 ND UG/KG 1
Di-n-butylphthalate 200 1000 ND UG/KG 1
Pyrene 200 1000 ND UG/KG 1
bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
Di-n-octylphthalate 200 1000 ND UG/ KG 1
}SURROGATE RECOVERIES: Limits Results
|Nitrobenzene-ds 30-130 88%
| 2-Fluorobiphenyl 30-130 93%
| Terphenyl-d14 30-130 100%

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

Sample 006616-01, BNA'S (METHOD 8270) Page 1 of 1
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEMNINDATAN040314\
Data File : E0403405.D

Acg On © 3 Apr 2014 11:09
Opsrator . PEK

Sample : 006616-01

Misc ¢ B10179 AG-5 8270

ALS Vial : 5 Sample Multiplier: 1

Quant Time: Apr 03 11:46:00 2014

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

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

Response via : Initial Calibration

Internal Standards R.T. QIon Resgponse Conc Units Dev({Min)
1) 1,4-Dichlorobenzene-d4 7.40 152 3885267 8000.00 ugsKg 0.00
2} Naphthalene-d8 9.36 136 14608258 8000.00 ug-Kg 0.00
4) Acenaphthene-dl0 12.28 164 8020065 8000.00 ugsKg -0.01
8) Phenanthrene-dl10 14.85 188 13468215 8000.00 ugsKg 0.00

10) Chrysene-dl2 20,47 240 17058908 8000.00 ugsKg -0.03
15) Perylene-dl2 25.42 264 13615928 8000.00 ugsKg -0.01

System Monitoring Compounds
3) Nitrobenzene-d5 8.23 82 2716241 4417.62 ugsKg -0,01
Spiked Amount 5000.000 Recovery = 88.35%

5} 2-Fluorobiphenyl 11.13 172 5788903 4643.76 ugsKg -0.01

Spiked Amount 5000.000 Recovery = 92.88%

12) Terphenyl-d14 17.67 244 7165831  4994.53 ug-/Kg  0.00

Spiked Amount 5000.000 Recovery = 99.89%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed

E8270321HT.M Thu Apr 03 11:46:01 2014
ARDL Inc Report Number 6616 & 6617 - Limu - Semivolatile 8270C

Page: 1
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400 Aviation Drive;
Mt. Vernon,

Lab Report No: 006616

INC.
P.0O. Box 1566
62864

ARDL,

Illinois

Report Date:

04/07/2014

Project Name:

MAKAU MILITARY RES O

Analysis: BNA'S

(METHOD 8270)

| I
| Project No.: Analytical Method: 8270C
| NELAC Certified - IL100308 Prep Method: 3550A |
| l
| Field ID: MAK121L ARDL Lab No.: 006616-02
| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: E0403406
| Ssample Date: 01/31/2014 Received Date: 03/14/2014
| sample Time: 1130 Prep. Date: 04/01/2014
| Matrix: TISSUE Analysis Date: 04/03/2014
| Amount Used: 5 g Instrument ID:  AG5
| Final Volume: 1 mL QC Batch: B6705
| % Moisture: No Moisture Present Level: LOW
i |
[ Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor |
| |
| Dimethylphthalate 200 1000 ND UG/KaG 1
| Diethylphthalate 200 1000 ND UG/KG 1
| Di-n-butylphthalate 200 1000 ND UG/KG 1
| Pyrene 200 1000 ND UG/KG 1
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
| Di-n-octylphthalate 200 1000 ND UG/KG 1
! I
| SURROGATE RECOVERIES : Limits Results
|Nitrobenzene-ds 30-130 87% |
| 2-Fluorobiphenyl 30-130 86%
| Terphenyl-dl4 30-130 102%

|

l

Surrogate recoveries marked with

Sample 006616-02,

ARDL Inc

bkl

BNA'S (METHOD 8270)

Report Number 6616 & 6617 -.Limu - Semivolatile 8270C

indicates they are outside standard limits.

Page 1 of 1
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Quantitation Report (Not Reviewed)

‘Data Path : C:\MSDCHEMNINDATAN040314\
Data File : E0403406.D

Acqg On . 3 Apr 2014 11:52
Operator : PEK

Sample : 006616-02

Misc : B10179 AG-5 8270

ALS Vial : 6 Sample Multiplier: 1

Quant Time: Apr 03 12:55:31 2014

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

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

Responge via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.40 152 3846295 8000.00 ugsKg 0.00
2) Naphthalene-d$8 9.37 136 13993419 8000.00 ugsKg 0.00
4) Acenaphthene-dl0 12.28 164 7609751 8000.00 ugsKg -0.01
8) Phenanthrene-dio 14.85 188 12847568 8000.00 ugsKg 0.00
10) Chrysene-dl2 20.46 240 16162361 8000.00 ugsKg -0.03
15) Perylene-dl2 25.41 264 11321390 8000.00 ugsKg -0.02
System Monitoring Compounds
3) Nitrobenzene-d5 8.23 82 2554983 4337.93 ugsKg -0.01
Spiked Amount 5000.000 Recovery = 86.76%
5) 2-Fluorobiphenyl 11.13 172 5088194 4301.74 ugsKg -0.01
Spiked Amount 5000.000 Recovery = 86.03%
12) Terphenyl-dl4 17.67 244 6942521 5107.31 ugs/Kg 0.00
Spiked Amount 5000.000 Recovery = 102.15%
Target Compounds Ovalue
{(#) = qualifier out of range (m) = manual integration (+) = signals summed
E8270321HT.M Thu Apr 03 12:55:32 2014 Page: 1
ARDL Inc Report Number 6616 & 6617 - Limu - Semivolatile 8270C Page 140 of 178
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ARDL, INC.
400 Aviation Driwve; P.O., Box 1566
Mt., Vernon, Illinois 62864
Lab Report No: 006616 Report Date: 04/07/2014
Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270)

| |

| Project No.: Analytical Method: 8270C

| NELAC Certified - IL100308 Prep Method: 3550A

J J

| Field ID: MAK122L ARDI, Lab No.: 006616-03

| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: E0403407

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

| Sample Time: 1405 Prep. Date: 04/01/2014

| Matrix: TISSUE Bnalysis Date: 04/03/2014 |

| Amount Used: 5 g Instrument ID:  AGS

| Final Volume: 1 mL QC Batch: B6705 [

| % Moisture: No Moisture Present Level: LOW |

| l

| Method Reporting Data Dilution |

| Parameter Limit Limit Result Flag Units Factor |

| l

| Dimethylphthalate 200 1000 ND UG/KG 1

| Diethylphthalate 200 1000 ND UG/KG 1

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

| Pyrene 200 1000 ND UG/KG 1

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

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

| !

| SURROGATE RECOVERIES : Limits Results

| Nitrobenzene-ds 30-130 90%

| 2-Fluorobiphenyl 30-130 93% |

| Terphenyl-d14 30-130 101% ]
i

Surrogate recoveries marked with '¥!

Sample 006616-03,

ARDL Inc

BNA'S (METHOD 8270)

Report Number 6616 & 6617 - Limu - Semivolatile 8270C

indicates they are outside standard limits.

Page 1 of 1
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Quantitation Report

Data Path : C:\MSDCHEM\1\DATAN\G40314\
Data File : E0403407.D

Acg On © 3 Apr 2014 12:35
Operator : PEK

Sample ; 006616-03

Misc : B10179 AG-5 8270

ALS Vial 1 7 Sample Multiplier: 1

Quant Time: Apr 03 13:08:49 2014

Quant Method : C:\MSDCHEMNINCALFILES\8270CALSNE8270321HT.M

Quant Title . 8270 BNA Calibration
QLast Update : Sat Mar 08 11:42:09 20
Response via : Initial Calibration

14

(Not Reviewed)

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobsenzene-d4 7.40 152 4008941 8000.00 ug-Kg 0.00
2) Naphthalene-ds8 9.36 136 14379950 8000.00 ug-Kg 0.00
4) Acenaphthene-dl0 12.28 164 7718936 8000.00 ugsKg 0.00
8) Phenanthrene-dlo0 14.85 188 13270267 8000.00 ugsKg 0.00

10) Chrysene-dl2 20.47 240 16592017 8000.00 ugsKg —-0.03
15) Perylene-dl2 25.42 264 12163047 8000.00 ugsKg -0.01

System Monitoring Compounds
3) Nitrobenzene-d5 8.23 82 2732933 4515.33 ug-Kg 0.00
Spiked Amount 5000.000 Recovery = 90.31%

5) 2-Fluorobiphenyl 11.13 172 5581286 4651.88 ug/Kg -0.01

Spiked Amount 5000.000 Recovery = 93.04%

12) Terphenyl-dil4 17.67 244 7036881 5042 .67 ugsKg 0.00

Spiked Amount 5000.000 Recovery = 100.85%
Target Compounds Ovalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed

E8270321HT.M Thu Apr 03 13:08:50 2014

ARDL Inc Report Number 6616 & 6617 - Limu - Semivolatile 8270C
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ARDL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006616 Report Date: 04/07/2014
Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270)
Project No.: Analytical Method: 8270C
NELAC Certified - IL100308 Prep Method: 355047
Field ID: MAK123L ARDL Lab No.: 006616~04
Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: E0403408
Sample Date: 01/31/2014 Received Date: 03/14/2014
Sample Time: 1455 Prep. Date: 04/01/2014
Matrix: TISSUE Analysig Date: 04/03/2014
Amount Used: 5g Instrument ID: AG5
Final Volume: 1 mL QC Batch: B6705
% Moisture: No Moisture Present Level: LOW
Method Reporting Data Dilution
Parameter Limit Limit Result Flag Units Pactor
Dimethylphthalate 200 1000 ND UG/KG 1
Diethylphthalate 200 1000 1520 UG/KG 1
Di-n-butylphthalate 200 1000 ND UG/KG 1
Pyrene 200 1000 ND UG/KG 1
bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
Di-n-octylphthalate 200 1000 ND UG/KG 1
I SURROGATE RECOVERIES: Limits Results
|Nitrobenzene-ds 30-130 78%
| 2-Fluorobiphenyl 30-130 78%
| Terphenyl-di14 30-130 96%

ARDL Inc Report Number 6616 & 6617 - Limu - Semivolatile 8270C Page 145 of 178

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

Sample 006616-04, BNA'S (METHOD 8270) Page 1 of 1



Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEMNINDATANO40314N\
Data File : E0403408.D

Acgqg On © 3 Apr 2014 13:17
Operator : PEK

Sample . 006616-04

Misc : B10179 AG-5 8270

ALS Vial 8 Sample Multiplier: 1

Quant Time: Apr 03 14:37:27 2014

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

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

Regponge via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.40 152 4251303 8000.00 ugsKg 0.00
2) Naphthalene-d8 9.37 136 15079305 8000.00 ugsKg 0.00
4) Acenaphthene-dl10 12.28 164 8214395 8000.00 ugsKg 0.00
8) Phenanthrene-dl0 14.85 188 14011618 8000.00 ug-Kg 0.00

10) Chrysene-dl2 20.47 240 17746187 8000.00 ugs/Kg -0.03
15) Perylene-dl2 25.42 264 12259251 8000.00 ugsKg -0.01

System Monitoring Compounds
3) Nitrobenzene-d5 8.23 82 2472956 3896.31 ugsKg 0.00
Spiked Amount 5000.000 Recovery = 77.93%

5) 2-Fluorobiphenyl 11.13 172 4968035 3890.99 ugs/Kg -0.01
Spiked Amount 5000.000 Recovery = 77.82%
12) Terphenyl-dl4 17.67 244 7152680 4792.29 ugsKg 0.00
Spiked Amount 5000.000 Recovery = 95.85%

Target Compounds Qvalue
7) Diethylphthalate 13.02 149 2531408 1524.05 ugsKg 99

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

E8270321HT.M Thu Apr 03 14:37:28 2014
ARDL Inc Report Number 6616 & 6617 - Limu - Semivolatile 8270C
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Abundance ~ Scan 1427 (10.203 m

in): £0921610.D (-1418) (- #7

149 Diethylphthalate
Concen: 15%24.05 ug/Kg
RT: 13.02 min Scan# 2602
Re f50 Delta R.T. -0.02 min
Lab File: [E0403408.D
76 105 177 CAcq: 3 Apr 2014 13:17
ol L g | |2
miz--> 50 100 150 200 250 300 19t Ion:ld9 Resp: 2531408
Abundance T T —— Ion Ratio Lower Upper
149 149 100
g 177  20.5 0.8 40.8
150 12.1 0.0 32.3
Rawsg ' _ _
Abundancelon 149.00 {148.70 to 149.70): |
6 108 77 lon 177.00 (176.7010 177.70):|
ol I5P’ s 2%8,1 | .% tor 222 a0 2500001ion 150.00 (149.70 to 150.70): |
miz-> 50 100 150 200 250 300 | 200000 13.02
Abundance Scan 2602 (13.019 miny: E0403408.D (-2472) (-
149 150000
5 100000
Sub50 |
- 50000
76 105
0 T T5IOT T . I= | T I12|8| ;i T T T F I2l221_\' I T T T T :IE(Z 0 N‘l"l‘ r-‘ Vﬁ‘ T TT-I‘IA l“
miz--> 50 100 150 200 250 300 [Time->12.90 13.00 13.10

B03408.D E8270321HT.M

RaborfYadme? 6616 €de1? LAY

l—4$emivo|atile 8270C
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ARDL, INC.
400 Aviation Drive; P.0O. Box 1566
Mt. Vernon, Illinois 62864
Lab Report No: 006616 Report Date: 04/07/2014
Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270)

| |
| Project No.: Analytical Method: 8270C |
| NELAC Certified - IL100308 Prep Method: 3550A |
I I
| Field ID: MAK123L ARDL Lab No. : 006616-04MS
| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: E0403409
| Sample Date:  01/31/2014 Received Date:  03/14/2014
| Sample Time: 1455 Prep. Date: 04/01/2014 |
| Matrix: TISSUE Analysis Date: 04/03/2014 |
| Amount Used: 5 g Instrument ID:  AGS
| Final Volume: 1 mL QC Batch: B6705
| % Moisture: No Moisture Present Level: LOW
| 1
] Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor |
| I
| Dimethylphthalate 200 1000 4030 UG/KG 1
| Diethylphthalate 200 1000 3350 UG/KG 1
| Di-n-butylphthalate 200 1000 2810 UG/KG 1
| Pyrene 200 1000 3030 UG/KG 1
| bis(2-Ethylhexyl)phthalate 200 1000 3870 UG/KG 1 |
| Di-n-octylphthalate 200 1000 4050 UG/KG 1
I I
| SURROGATE RECOVERIES: Limits Results
|Nitrobenzene-ds 30-130 88% |
| 2-Fluorobiphenyl 30-130 78%
| Terphenyl-dl4 30-130 103%

!

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

Matrix Spike for 006616-04, BNA'S (METHOD 8270)

ARDL Inc Report Number 6616 & 6617 - Limu - Semivolatile 8270C

Page 1 of 1
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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 (Not Reviewed)

C:\MSDCHEMNINDATANG 40314\
E040340%.D
3 Apr 2014 14:00
PEK
006616-04MS
B10179 AG-5 8270
9 Sample Multiplier: 1

Apr 03 14:37:41 2014
C:\MSDCHEMN\INCALFILESN\8270CALSNE8270321HT. M
8270 BNA Calibration
Sat Mar 08 11:42:09 2014
Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.40 152 4158721 8000.00 ugsKg 0.00
2) Naphthalene-d8 9.37 136 14681114 8000.00 ug-Kg 0.00
4) Acenaphthene-dl0 12.28 164 7905903 8000.00 ug-Kg 0.00
8) Phenanthrene-dl0 14.85 188 13572309 8000.00 ugrsKg 0.00

10) Chrysene-dl2 20.47 240 17071747 8000.00 ugsKg -0.03
15) Perylene-dl2 ) 25.42 264 11452061 8000.00 ugsKg -0.01

System Monitoring Compounds
3) Nitrobenzene-db 8.23 82 2706951 4380.66 ug-Kg 0.00
Spiked Amount 5000.000 Recovery = 87.61%

5) 2-Fluorobiphenyl 11.13 172 4811699 3915.60 ugsKg -0,01
Spiked Amount 5000.000 Recovery = 78.31%
12) Terphenyl-dl4 17.67 244 7380391 5140.21 ug-Kg 0.00
Spiked Amount 5000.000 Recovery = 102.80%

Target Compounds Qvalue
6) Dimethylphthalate 11.81 163 6398266 4029.91 ug-Kg 99
7) Diethylphthalate 13.02 149 5351321 3347.51 ug-sKg 99
9) Di-n-butylphthalate 15.87 149 7549004 2812.00 ug-Kg 95

11) Pyrene 17.38 202 8482709 3032.42 ugsKg 81
13) bis(2-Ethylhexyl)phthalate 20.68 149 8184760 3873.67 ug-Kg 99
14) Di-n-octylphthalate 23.48 149 14345165 4054.39 ugsKg 100

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

E8270321HT.M Thu Apr 03 14:37:41 2014
ARDL Inc

Report Number 6616 & 6617 - Limu - Semivolatile 8270C

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

INC.
P.0O. Box 1566
62864

006616 Report Date:

Lab Report No:

04/07/2014

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

(METHOD 8270)

| l
| Project No.: Analytical Method: 8270C |
| NELAC Certified - IL100308 Prep Method: 3550A
I l
| Field ID: MAK123L ARDL Lab No.: 006616-04MD
| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: E0403410
| Sample Date: 01/31/2014 Received Date: 03/14/2014
| Sample Time: 1455 Prep. Date: 04/01/2014
| Matrix: TISSUE Analysis Date: 04/03/2014
| Amount Used: 5 g Instrument ID:  AG5 |
| Final Volume: 1 mL QC Batch: B6705 |
| % Moisture: No Moisture Present Level: LOW
| !
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor |
l |
| Dimethylphthalate 200 1000 3750 UG/KG 1
| Diethylphthalate 200 1000 2940 UG/KG 1
| Di-n-butylphthalate 200 1000 2440 UG/KG 1
| Pyrene 200 1000 2850 UG/XG 1
| bis(2-Ethylhexyl)phthalate 200 1000 3790 UG/KG 1
| Di-n-octylphthalate 200 1000 3950 UG/KG 1
l l
| SURROGATE RECOVERIES: Limits Results
| Nitrobenzene-ds 30-130 84% |
| 2-Fluorobiphenyl 30-130 73% }
| Terphenyl-d14 30-130 99%

|

Surrogate recoveries marked with '#*!

Matrix Spike Duplicate for 006616-04, BNA'S (METHOD 8270)

ARDL Inc Report Number 6616 & 6617 - Limu - Semivolatile 8270C

indicates they are outside standard limits.

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

ALS Vial

Quant Time:

Quantitation Report (Not Reviewsd)

C:\MSDCHEMN\1NDATANO040314\

EQ0403410.D
3 Apr 2014

PEK

006616-04MD

14:43

v B10179 AG-5 8270

10 Sample Multiplier: 1

Apr 03 15:16:15 2014
C\MSDCHEMNINCALFILESN8270CALS\NE8270321HT.M

Quant Method
Quant Title
QLast Update
Regponse via

8270 BNA Calibration

Initial Calibration

Sat Mar 08 11:42:09 2014

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.40 152 4059988 8000.00 ugsKg 0.00
2) Naphthalene-d8 9.37 136 14321800 8000.00 ugsKg 0.00
4) Acenaphthene-d10 12.28 164 7764194 8000.00 ugsKg 0.00
8) Phenanthrene-dlo0 14.85 188 13333959 8000.00 ugsKg 0.00

10) Chrysene-dl2 20.47 240 16660605 8000.00 ugsKg -0.02
15} Perylene-dl2 25.42 264 10087002 8000.00 ugsKg -0.01

System Monitoring Compounds
3) Nitrobenzene-d5 8.23 82 2543749 4219.83 ugsKg 0.00
Spiked Amount 5000.000 Recovery = 84.40%

5) 2-Fluorobiphenyl 11.13 172 4425584 3667.12 ugs/Kg -0.01
Spiked Amount 5000.000 Recovery = 73.34%
12) Terphenyl-d14 17.67 244 6943534  4955,29 ug/Kg 0,00
Spiked Amount 5000.000 Recovery = 99.11%

Target Compounds Qvalue
6) Dimethylphthalate 11.81 163 5842594 3747.09 ugsKg 99
7) Diethylphthalate 13.02 149 4618287 2941.69 ug/Kg 99
9) Di-n-butylphthalate 15,87 149 6442763 2442.83 ugsKg 95

11) Pyrens 17.38 202 7771105 2846.59 ugsKg 81
13) bis(2-Ethylhexyl)phthalate 20.67 149 7812156 3788.57 ug,/Kg 99
14) Di-n-octylphthalate 23.48 149 13635401 3948,89 ug/Kg 100
(#) = qualifier out of range (m) = manual integration (+) = signals summed

E8270321HT.M Thu Apr 03 15:16:16 2014
ARDL Inc

Report Number 6616 & 6617 - Limu - Semivolatile 8270C
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ARDIL, INC.
400 Aviation Drive; P.0O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006616 Report Date: 04/07/2014

| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270)
| Project No.: Analytical Method: 8270C
| NELAC Certified - IL100308 Prep Method: 3550A |
I |
| Field ID: MAK124L ARDL Lab No.: 006616-05
| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: E0403411
| Sample Date: 01/31/2014 Received Date: 03/14/2014
| Sample Time: 1540 Prep. Date: 04/01/2014 |
| Matrix: TISSUE Analysis Date: 04/03/2014
| ABmount Used: 5 g Instrument ID:  AG5
| Final Volume: 1 mL QC Batch: B6705 |
| % Moisture: No Moisture Present Level: LOW |
l l
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor |
l l
| Dimethylphthalate 200 1000 ND UG/KG 1
| Diethylphthalate 200 1000 ND UG/KG 1
| Di-n-butylphthalate 200 1000 ND UG/KG 1
| Pyrene 200 1000 ND UG/KG 1
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
| Di-n-octylphthalate 200 1000 ND UG/KG 1
| |
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-d5 30-~130 79% |
| 2-Fluorobiphenyl 30-130 79% |
| Terphenyl-dl4 30-130 98%

I

l

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

Sample 006616-05, BNA'S (METHOD 8270)

ARDL Inc Report Number 6616 & 6617 - Limu - Semivolatile 8270C

Page 1 of 1
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Data Path : C:\MSDCHEMN1\DATANCG40314\

Data File : E0403411.D

Acqg On © 3 Apr 2014 15:26
Operator : PEK

Sample : 006616-05

Migc ¢ B10179 AG-5 8270

ALS vial : 11 Sample Multiplier:

Quant Time: Apr 03 16:37:09 2014
Quant Method : C:\MSDCHEMNINCALFILES\8270CALS\E8270321HT.M
Quant Title : 8270 BNA Calibration
QLast Update : Sat Mar 08 11:42:09 2014
Response via : Initial Calibration

Internal Standards

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

) Acenaphthene-dl0

) Phenanthrene-dl0

) Chrysene-dl2

} Perylene-dl2

System Monitoring Compounds
3) Nitrobenzene-d5
Spiked Amount 5000.000
5) 2-Fluorobiphenyl
Spiked Amount 5000,000
12) Terphenyl-dl4
Spiked Amount 5000.000

Target Compounds

Quantitation Report

R.T. QIon
7.40 152
9.36 136
12.28 164
14,85 188
20,47 240
25.42 264
8.23 82
11.13 172
17.67 244

(Not Reviewed)

Response Conc Units Dev(Min)

3885476 8000.00
14724491 8000.00
8050976 8000.00
13211329 8000.00
16516926 8000.00

12513693 80060.00
2433115 3925.91
Recovery =
4965229 3967.73
Recovery =
6778223 4879.40
Recovery =

ug-Kg 0
ug-Kg 0
ug/Kg -0
ug-Kg Y
ugsKg -0
ug-sKg -0
ug/Kg -0,
78.52%
ugsKg -0,
79.35%
ug/Kg 0.
97.59%
QOvalue

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

E8270321HT.M Thu Apr 03 16:37:10 2014
Report Number 6616 & 6617 - Limu - Semivolatile 8270C

ARDL Inc

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

400 Aviation Drive;

P.0O. Box 1566

Mt. Vernon, Illinois 62864
Lab Report No: 006616 Report Date: 04/07/2014
Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270)
Project No.: Analytical Method: 8270C |
NELAC Certified - IL100308 Prep Method: 3550A |
Field ID: MAK126L ARDL Lab No.: 006616-06 |
Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: E0403412
Sample Date: 01/31/2014 Received Date: 03/14/2014
Sample Time: 1615 Prep. Date: 04/01/2014 [
Matrix: TISSUE Analysis Date: 04/03/2014
Amount Used: 5 g Instrument ID:  AGS |
Final Volume: 1 mL QC Batch: B6705 |
% Moisture: No Moisture Present Level: LOW
Method Reporting Data Dilution |
Parameter Limit Limit  Result Flag Units Factor |
Dimethylphthalate 200 1000 ND UG/KG 1
Diethylphthalate 200 1000 ND UG/KG 1
Di-n-butylphthalate 200 1000 ND UG/KG 1
Pyrene 200 1000 ND UG/KG 1
bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
Di-n-octylphthalate 200 1000 ND UG/XKG 1
| SURROGATE RECOVERIES : Limits Results ]
|Nitrobenzene-ds 30-130 87%
| 2-Fluorobiphenyl 30-130 91% |
| Terphenyl-di4 30-130 100% |

1

ARDL Inc

Surrogate recoveries marked with '*!

Sample 006616-06, BNA'S (METHOD 8270)

Report Number 6616 & 6617 - Limu - Semivolatile 8270C

indicates they are outside standard limits.

Page 1 of 1

Page 158 of 178



Quantitation Report

Data Path C \MSDCHEMNINDATANO 40314\
Data File E0403412.D

Acqg On 3 Apr 2014 16:08
Operator PEK

Sample 006616-06

Misc B10179 AG-5 8270

ALS Vial : 12 Sample Multiplier: 1
Quant Time: Apr 03 16:46:25 2014

Quant Method
Quant Title
QLast Update
Response via

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

C:\MSDCHEMNINCALFILESN\8270CALSN\NE8270321HT . M

(Not Reviewed)

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.40 152 3976518 8000.00 ugsKg 0.00
2) Naphthalene-ds8 9.36 136 15087167 8000.00 ug-Kg 0.00
4) Acenaphthene-dl0 12.28 164 8263940 8000.00 ugsKg -0.01
8) Phenanthrene-dl10 14.85 188 13560145 8000.00 ugsKg 0.00
10) Chrysene-dl2 20.47 240 17057359 8000.00 ugsKg -0.02
15) Perylene-dl2 25.42 264 12615473 8000.00 ugsKg -0.01
System Monitoring Compounds
3) Nitrobenzene-d5 8.23 82 2751509 4332.93 ugsKg -0.01
Spiked Amount 5000.000 Recovery = 86.66%
5) 2-Fluorobiphenyl 11.13 172 5826624 4536.09 ugs/Kg -0.01
Spiked Amount 5000.000 Recovery = 90.72%
12) Terphenyl-dl4 17.67 244 7202322 5020.42 ug-Kg 0.00
Spiked Amount 5000.000 Recovery = 100.41%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = gignals summed

E8270321HT.M Thu Apr 03 16:46:26 2014
ARDL Inc

Report Number 6616 & 6617 - Limu - Semivolatile 8270C
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400 Aviation Drive;
Mt. Vernon,

Lab Report No: 006616

ARDL, INC.
P.O. Box 1566

Illinois 62864

Report Date:

04/07/2014

Project Name:

MAKAU MILITARY RES O

Analysis: BNA'S

(METHOD 8270)

l |
|  Project No.: Analytical Method: 8270C |
| NELAC Certified - IL100308 Prep Method: 3550A
| |
| Field ID: MAK127L ARDL Lab No.: 006616-07 ]
| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: E0403413 |
| sample Date: 02/11/2014 Received Date: 03/14/2014 |
| sample Time: 1304 Prep. Date: 04/01/2014 |
| Matrix: TISSUE Analysis Date:  04/03/2014 |
| Amount Used: 5g Instrument ID: AG5 |
| Final Volume: 1 mL QC Batch: B6705 |
| % Moisture: No Moisture Present Level: LOW
! I
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor |
l |
| Dimethylphthalate 200 1000 ND UG/KG 1
| Diethylphthalate 200 1000 ND UG/KG 1
| Di-n-butylphthalate 200 1000 ND UG/KG 1
| Pyrene 200 1000 ND UG/KG 1
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
| Di-n-octylphthalate 200 1000 ND UG/KG 1
I I
| SURROGATE RECOVERIES : Limits Results |
|Nitrobenzene-d5 30-130 77% ]
| 2-Fluorobiphenyl 30-130 60%
| Terphenyl-dil4 30-130 94%

!

Surrogate recoveries marked with '*!

Sample 006616-07, BNA'S

ARDL Inc

(METHOD 8270)

Report Number 6616 & 6617 - Limu - Semivolatile 8270C

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

DatafPath ¢ C:\MSDCHEMNINDATANO040314\
Data File : E0403413.D

Acqg On © 3 Apr 2014 16:51
Operator : PEK

Sample : 006616-07

Misc : B10179 AG-5 8270

ALS vial : 13 Sample Multiplier: 1

Quant Time: Apr 04 08:22:47 2014

Quant Method : C:\MSDCHEMNINCALFILESN8270CALSNE8270321HT .M
Quant Title : 8270 BNA Calibration

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

Responge via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.40 152 4175868 8000.00 ugsKg 0.00
2) Naphthalene-d8 9.37 136 15323880 8000.00 ugsKg 0.00
4) Acenaphthene-dl0 12.28 164 8406132 8000.00 ugrsKg 0.00
8) Phenanthrene-dio0 14.85 188 14099411 8000.00 ugsKg 0.00

10) Chrysene-dl2 20.47 240 17559865 8000.00 ugsKg -0.02
15) Perylense-dl2 25.42 264 10780435 8000.00 ugsKg -0.01

System Monitoring Compounds
3) Nitrobenzene-d5 8.23 82 2483592 3850.61 ugs/Kg -0.01
Spiked Amount 5000.000 Recovery = 77.01%

5) 2-Fluorobiphenyl 11.13 172 3887643  2975.37 ug/Kg -0.,01

Spiked Amount 5000.000 Recovery = 59.51%

12) Terphenyl-dl4 17.67 244 6963472 4715.03 ugrKg 0.00

Spiked Amount 5000.000 Recovery = 94.30%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed

E8270321HT .M Fri Apr 04 08:22:48 2014 Page: 1
ARDL Inc Report Number 6616 & 6617 - Limu - Semivolatile 8270C Page 162 of 178
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ARDIL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006616 Report Date: 04/07/2014
| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270) |
| Project No.: Bnalytical Method: 8270C
| NELAC Certified - IL100308 Prep Method: 3550A
I I
| Field ID: MAK128L ARDL Lab No.: 006616-08
| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: E0403414
| Sample Date: 02/11/2014 Received Date: 03/14/2014
| sample Time: 1415 Prep. Date: 04/01/2014
| Matrix: TISSUE Analysis Date: 04/03/2014
| Amount Used: 5 g Instrument ID:  AGS5
| Final Vvolume: 1 mL QC Batch: B6705
| % Moisture: No Moisture Present Level: Low
I I
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor ]
I |
| Dimethylphthalate 200 1000 ND UG/KG 1
| Diethylphthalate 200 1000 ND UG/KG 1
| Di-n-butylphthalate 200 . 1000 ND UG/KG 1
| Pyrene 200 1000 ND UG/KG 1
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
| Di-n-octylphthalate 200 1000 ND UG/KG 1
l |
| SURROGATE RECOVERIES: Limits Results |
|Nitrobenzene-ds 30-130 69%
| 2-Fluorobiphenyl 30-130 81% |
| Terphenyl-di4 30-130 94%
|

l

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

Sample 006616-08, BNA'S (METHOD 8270)

ARDL Inc Report Number 6616 & 6617 - Limu - Semivolatile 8270C
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Quantit
T'ata Path C:\MSDCHEMNINDATAN040314
Data File E0403414.D
Acg On 3 Apr 2014 17:34
Operator : PEK
Sample : 006616-08
Misc » B10179 AG-5 8270

ALS Vial : 14 Sample Multiplier:
Quant Time: Apr 04 08:23:02 2014
Quant Method
Quant Title
QLast Update
Response via

8270 BNA Calibration
Sat Mar 08 11:42:09 2
Initial Calibration

Internal Standards

ation Report

N

1

014

(Not Reviewed)

C:\MSDCHEMNINCALFILESN8270CALS\E8270321HT . M

Conc Unite Dev(Min)

40 152 4097167
37 136 15066293
28 164 8180668

85 188 14047301

8000.00 ugsKg 0
8000.00 ugsKg 0
8000.00 ug-sKg 0.00
8000.00 ugsKg 0

0

0

1) 1,4-Dichlorobenzene-d4 7.
2) Naphthalene-ds8 9.
4) Acenaphthene-d10 12.
8) Phenanthrene-d10 14,
10) Chrysene-dl12 20,
15) Perylene-dliz 25.
System Monitoring Compounds
3) Nitrobenzene-d5 8.
Spiked Amount 5000.000
5) 2-Fluorobiphenyl 11.
Spiked Amount 5000.000
12) Terphenyl-dl4 17,
Spiked Amount 5000.000
Target Compounds
(#) = qualifier out of range (m) =

E8270321HT.M Fri Apr 04 08:23:02 2014
ARDL Inc

47 240 17433136 8000.00 ugs/Kg -0.02

42 264 10372196 8000.00 ugsKg -0.01

23 82 21907486 3454.65 ugs/Kg 0.00
Recovery = 69.09%

13 172 5135585 4038.80 ugs/Kg -0.01
Recovery = 80.78%

67 244 6884868 4695.69 ugsKg 0.00
Recovery = 93.91%

Qvalue
manual integration (+) = gignals summed

Report Number 6616 & 6617 - Limu - Semivolatile 8270C

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

Lab Report No: 006617 Report Date: 04/07/2014
| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270)
| Project No.: Bnalytical Method: 8270C
| NELAC Certified - IL100308 Prep Method: 3550A
1 |
| Field ID: MAK116L ARDL Lab No.: 006617-01 |
| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: E0403415
| Sample Date: 01/31/2014 Received Date: 03/14/2014
| Sample Time: 0820 Prep. Date: 04/01/2014
| Matrix: TISSUE Analysis Date:  04/03/2014
| Amount Used: 5 g Instrument ID:  AGS
| Final Volume: 1 mL QC Batch: B6705
| % Moisture: No Moisture Present Level: LOW
I 1
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor |
| l
| Dimethylphthalate 200 1000 ND UG/KG 1
| Diethylphthalate 200 1000 ND UG/KG 1
| Di-n-butylphthalate 200 1000 ND UG/KG 1
| Pyrene 200 1000 ND UG/KG 1
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
| Di-n-octylphthalate 200 1000 ND UG/KG 1
l I
| SURROGATE RECOVERIES: Limits Results
|Nitrobenzene-ds 30-130 70%
| 2-Fluorobiphenyl 30-130 81% |
| Terphenyl-di14 30-130 100%
l

|

Surrogate

Sample 006617-0

ARDL Inc

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

1, BNA'S (METHOD 8270)

Report Number 6616 & 6617 - Limu - Semivolatile 8270C
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Quantitation Report

Data Path : C:\MSDCHEMN\1NDATANC40314\

Data File : E0403415.D

Acg On ¢ 3 Apr 2014 18:17
Operator : PEK

Sample : 006617-01

Migc . Blolv9 AG-5 8270

ALS vial 15 Sample Multiplier:

Quant Time: Apr 04 08:23:19 2014

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

Quant Title : 8270 BNA Calibration

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

Response via : Initial Calibration

(Not Reviewed)

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.40 152 4018979 8000.00 ug/Kg 0.00
2) Naphthalene-d8 9.37 136 14922715 8000.00 ug-sKg 0.00
4) Acenaphthene-dl0 12.28 164 8078777 8000.00 ug/Kg 0.00
8) Phenanthrene-dl10 14.85 188 13771648 8000.00 ug-,Kg 0.00

10) Chrysene-di2 20,47 240 16870376  8000.00 ug/Kg -0.02
15) Perylene-dl2 25.42 264 8611292 8000.00 ug-Kg -0.01

System Monitoring Compounds
3) Nitrobenzene-d5 8.23 82 2204501 3509.78 ugsKg -0.01
Spiked Amount 5000.000 Recovery = 70.20%

5) 2-Fluorobiphenyl 11.13 172 5113066 4071.81 ugsKg -0.01

Spiked Amount 5000.000 Recovery = 81.44%

12) Terphenyl-dil4 17.67 244 7096944  5001.80 ug/Kg 0,00

Spiked Amount 5000.000 Recovery = 100.04%
Target Compounds Ovalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed

E8 Kb 44T M Fri Apr 04 08:23:19 2014, \\mber 6616 & 6617 - Limu - Semivolatile 8270C
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ARDIL, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006617 Report Date: 04/07/2014
Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270)
Project No.: Analytical Method: 8270C
NELAC Certified - IL100308 Prep Method: 35504
Field ID: MAK117L ARDL Lab No.: 006617-02
Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: EQ403416
Sample Date: 01/31/2014 Received Date: 03/14/2014
Sample Time: 0835 Prep. Date: 04/01/2014
Matrix: TISSUE Analysis Date: 04/03/2014
Amount Used: 5 g Instrument ID: AGS5
Final Volume: 1 mL QC Batch: B6705
% Moisture: No Moisture Present Level: LOW
Method Reporting Data Dilution
Parameter Limit Limit Result Flag Units Factor
Dimethylphthalate 200 1000 ND UG/KG 1
Diethylphthalate 200 1000 ND UG/KG 1
Di-n-butylphthalate 200 1000 ND UG/KG 1
Pyrene 200 1000 ND UG/KG 1
big(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
Di-n-octylphthalate 200 1000 ND UG/KG 1
ISURROGATE RECOVERIES: Limits Results
|Nitrobenzene-ds 30-130 73%
| 2-Fluorobiphenyl 30-130 68%
| Terphenyl-di4 30-130 94%

|

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

Sample 006617-02, BNA'S (METHOD 8270) Page 1 of 1
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"Data Path
Data File
Acq On
Operator
Sample
Misc

Quantitation Report (Not Reviewed)

C:\MSDCHEMN\1INDATAN040314N

E0403416.D
3 Apr 2014

PEK
006617-02

B10179 AG-5 8270

18:59

ALS vial : 16 Sample Multiplier: 1

Quant Time: Apr 04 08:23:29 2014

Quant Method C:\MSDCHEM\N1INCALFILES\8270CALS\E8270321HT .M
Quant Title 8270 BNA Calibration

QOLast Update Sat Mar 08 11:42:09 2014

Response via Initial Calibration

Internal Standards R.T. QIon Responge Conc Units Dev(Min)
1) 1,4-Dichlorobenzene-d4 7.40 152 4062526 8000.00 ugsKg 0.00
2) Naphthalene-ds8 9.36 136 15189133 8000.00 ugs/Kg 0.00
4) Acenaphthene-dlo0 12.28 164 8317217 8000.00 ugsKg 0.00
8) Phenanthrene-dlo 14.85 188 14060750 8000.00 ugrsKg 0.00

10) Chrysene-dl2 20.47 240 17370370 8000.00 ugsKg -0.02
15) Perylene-dl2 25.41 264 8827254 8000.00 ugs/Kg -0.02

System Monitoring Compounds
3) Nitrobenzene-d5 8.23 82 2320159 3629.13 ugsKg -0.01
Spiked Amount 5000.000 Recovery = 72.58%

5) 2-Fluorobiphenyl 11.13 172 4419319 3418.45 ugsKg -0.01

Spiked Amount 5000.000 Recovery = 68.37%

12) Terphenyl-di4 17.67 244 6834355  4678.08 ugs/Kg 0.00

Spiked Amount 5000.000 Recovery = 93.56%
Target Compounds Qvalue
(#) = qualifier out of range (m) = manual integration (+) = signals summed

Bage71br 178
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ARDI, INC.
400 Aviation Drive; P.O. Box 1566
Mt. Vernon, Illinois 62864

Lab Report No: 006617 Report Date: 04/07/2014

| Project Name: MAKAU MILITARY RES O Analysis: BNA'S (METHOD 8270)
|  Project No.: Analytical Method: 8270C
| NELAC Certified - IL100308 Prep Method: 3550A
I l
| Field 1ID: MAK118L ARDL Lab No.: 006617-03
| Desc/Location: MAKAU MILITARY RES OAHU Lab Filename: £0403417 |
| sample Date: 01/31/2014 Received Date: 03/14/2014
| Sample Time: 0910 Prep. Date: 04/01/2014
| Matrix: TISSUE Analysis Date: 04/03/2014
| Amount Used: 5 g Instrument ID:  AGS
| Final Volume: 1 mL QC Batch: B6705
| % Moisture: No Moisture Present Level: LOW
| l
| Method Reporting Data Dilution |
| Parameter Limit Limit  Result Flag Units Factor |
| |
| Dimethylphthalate 200 1000 ND UG/KG 1
| Diethylphthalate 200 1000 ND UG/KG 1
| Di-n-butylphthalate 200 1000 ND UG/KG 1
| Pyrene 200 1000 ND UG/KG 1
| bis(2-Ethylhexyl)phthalate 200 1000 ND UG/KG 1
l Di-n-octylphthalate 200 1000 ND UG/KG 1
| I
| SURROGATE RECOVERIES: Limits Results
|Nitrobenzene-ds 30-130 77% |
| 2-Fluorobiphenyl 30-130 58% ]
| Terphenyl-di14 30-130 99%

|

|

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

Sample 006617-03, BNA'S (METHOD 8270) Page 1 of 1
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Quantitation Report (Not Reviewed)

Data Path : C:\MSDCHEMN\1\DATAN040314N\
Data File : E0403417.D

Acg On © 3 Apr 2014 19:42
Operator : PEK

Sample » 006617-03

Misc ¢ B10179 AG-5 8270

ALS vial ¢ 17 Sample Multiplier: 1

Quant Time: Apr 04 08:23:38 2014

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

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

Response via : Initial Calibration

Internal Standards R.T. QIon Response Conc Units Dev(Min)
1) 1.4-Dichlorobenzene-d4 7.40 152 4262858 8000.00 ugrKg 0.00
2) Naphthalene-d8 9.36 136 15613970  8000.00 ug/Kg 0,00
4) Acenaphthene-d10 12.28 164 8379172 8000.00 ug/Kg 0.00
8) Phenanthrene-dl0 14.85 188 14317941 8000.00 ugsKg 0.00

10) Chrysene-dl2 20.47 240 17359393 8000.00 ugsKg -0.02
15) Perylene-dil2 25.42 264 7521318 8000.00 ugsKg -0.01

System Monitoring Compounds
3) Nitrobenzene-d5 8.23 82 2528361 3847 .19 ugsKg 0.00
Spiked Amount 5000.000 Recovery = 76.94%

5) 2-Fluorobiphenyl 11.13 172 3772941 2896.88 ug/Kg -0.01
Spiked Amount 5000.000 Recovery = 57.94%
12) Terphenyl-dl4 17.67 244 7230184 4952 .16 ugs/Kg 0.00
Spiked Amount 5000.000 Recovery = 99.04%
Target Compounds Qvalue

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

E8RRPB#LHT .M Fri Apr 04 08:23:39 gQI4 Nimber 6616 & 6617 - Limu - Semivolatile 8270C Beod974 3178
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EXAMPLE CALCULATIONS
(BNA — General Use)
Response Factor Calcuiations

The data system tabulates the area response of the characteristic ions against the concentration for each
compound and each internal standard. Response factors (RF) are calculated for each compound relative to
the internal standard assignments. The RF is calculated as follows:

RF = (AxCis) / (AisCx)

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

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

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

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

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

Example Sample Calculation —

Sample No.: éé\)lé‘ol{ MS  compound: @1 M‘%\%{)g)%{i@aﬁm{& Matrix: | 1 Soume
(6399966 Y HO na. w000l -

Concentration (ug/ = U i - = 2‘/050

(7905902 y L6DTT  yx /‘mL v Dq. )

Example Calculations @E / /
Performed By: K Date: I/Z 709@[%
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