UNITED STATES'ENVIRONMENTAL PROTECTION AGENCY
OFFICE OF ENVIRONMENTAL MEASUREMENT & EVALUATION
11 Technology Drive

North Chelmsford, MA 01863-2431 - Superfund Records ¢ .
SITE: _C em-f-(edg{ter

MEMORANDUM L - . BREAR\M“E’“

| o ot ZEghy
DATE: February 8, 2011 ' &3¢
SUBJ:  Data Validation Report — Merino Park Site

Case: 40414, SDG: D24240

FROM: Steve Stodola, QA Chemist, OEME 45
TO: Ted Bazenas, OSC, OSRR

Attached please find the Data Validation Report (DV memo, worksheets and support documents)
and the laboratory data package for the Case and SDG mentioned above. The Data Summary Table in
the DV memo is the one that we sent to you on November 10, 2010. Afier signing the
Receipt/Transfer Forms attached to the top of the data packages, please forward the hardcopies of the
DV Report and data package to Records Center.

If you have any questlons, please give me a call at 617-918-8634.

cc: (. Sotolongo, OEME

R
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US EPA Approval Signature ' Date

Ms. Christine Clark ' November 9, 2010
Regional Sample Control Custodian

" Office of Environmental Measurement and Evaluation

U.S. EPA Region 1

11 Technology Drive

North Chelmsford, MA 01863

Re: TO No. 45, Task No. 1, TDF No. 2047B
Case No. 40414, SDG No. D24240
AGAT Laboratories - Calgary, AB
Merino Park Site, Providence, RT
Stage 2B_Validation Manual (S2BVM)

Dioxin/Furan: 18/Soil/  D24240, D24241, D24242, D24243, D24244, D24245, D24246,
D24247,1D24248, D24249, D24250, D24251, D24252, D24253,
D24254, 124255, D24256, D24257
(Field duplicates D24254/ D24257)

2/PE/ D24258 (PC01411), D24259 (PC02263)
Dear Ms. Clark:

A stage 2B manual validation was performed on the organic analytical data for 18 soil samples and 2
performance evaluation samples collected by Weston Solutions, Inc. for the U.S. EPA at the Merino
Park Site in Providence, RI. The samples were analyzed according to USEPA SOW DLMO02.2,
December 2009. The samples were validated using first the criteria in the USEPA SOW DLM02.2,
December 2009, and then the Sampling and Analysis Plan (SAP) for the Merino Park Site, Providence,
Providence County, RI, August 2010; conducted under the: Emergency Planning and Response Branch
(EPRB) Generic Program Quality Assurance Project Plan (QAPP), Junel6, 2005; and finally to EPA
Region I's Environmental Services Assistance Team Dioxin/Furan Data Validation SOP ESAT-01-
0007 (10/7/10). The data were evaluated based on the following parameters:

L Data Completeness
* II. Preservation and Holding Times

I1I. Accuracy Check (Performance Evaluation Results)
* IV. Window Defining Mix

V. Iritial and Continuing Calibrations

. VL Chromatographic Resolution and Sensitivity Check
*  VII. Blanks -
NR VIII. Matrix Spike/Matrix Spike Duplicate
* IX Laboratory Control Sample .
X Field Duplicates .
XI. Labeled Compounds and Clean-Up Standards
* XII.  Sampie Analysis and Identification
XIII.  Sample Quantitation
XIv. 2378-TCDD Toxicity Equivalents (TE)
* XV. Required Sample Reruns
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XVI. System Performance

* Ali criteria were met for this parameter.
NR  Not Required

Electronic Data Review Report not available for this SDG

Overall Evaluation of Data and Potential Usability Issues

The following is a summary of the site investigation/assessment objectives:

. To determine whether a removal action is warranted and if so whether the response should be
classified as an emergency, time-critical, or non-time critical removal action.
. To.rapidly assess and evaluate the urgency, magnitude, extent and impact of a release, or

threatened release, of hazardous substances, pollutants or contaminants, and their impact on
human health and/or the erivironment.

. To assess air quality to determine the level of personal protective equipment that must be used
by site workers and to identify safety zones at the site.

. To supply ATSDR or others with information about the nature and magnitude of any health
threat and to support subsequent public health advisories.

. To determine a remedy to eliminate, reduce, or control risks to human health and the

environment and to support an “Action” decision memorandum documenting the identified
removal approach.
) To support a “Closure” decision memorandum, when removal site evaluation is terminated.

Two single-blind PE samples (fortified native so1l D24258/PC01411 and fortified native soil blank
D24259/PC02263) were analyzed by the laboratory. All dioxins and furans were “Within Limits™ for
PE sample D24258 except OCDD which was scored “Action High”. All dioxins and furans were
“Within Limits” for PE sample D24259 with the following exceptions. The 2378-TCDD, 2378-TCDF,
123789-HxCDD, 1234678-HpCDF, 1234678-HpCDD, 1234789-HpCDF, OCDD, and OCDF results
were scored “Action High”. The positive results for the congeners listed above are estimated (J) in all
samples because the concentrations may be biased high.

' Data validation indicated some data quality problems. Results were qualified due to PE sample results,
continuing calibration %D, field duplicate precision, labeled compound recovery, and labeled
compound ion ratios. See the attached worksheets for details. The reported results are usable for the
site objectives. The Data Summary Tables summarize the final sample results that have been validated
according to EPA Region 1 data validation procedures.
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Very truly y;%

Robert Peary
Sr. Chemist

Y Sy

Louis Macri
Program Manager

cc: Ted Bazenas, On Scene Coordinator (DV Memorandum, Attachments, Laboratory Data Package)

Attachments: Data Summary Tables

' : Data Validation Worksheets
Support Documentation
PE Score Results
Communications
CSF Audit



Data Surmmary Table
Digxin/Furan Analysis - Soil Samples -
(ng/Kg, Dry wt.}
SITE: Merino Park Site - Providence, RI
CASE NG 40414 SDG No. 024240
LABORATORY: AGAT Laboratories - Calgary, AB

SAMPLE NUMBER: | Toxicity | D24240 | D24241 i D24242 | D24243 | D24244
STATION LOCATION: | Eguivalency | 58-01 | 55-02 | 5503 | S5-04 | $5-05
MATRIX: | Factors # | SOl - | SolL | SOIL | SOIL | SOIL
f==================22 [T ==scoos==ss |mass=====s==3= ===z |= == = |= === |= = | ==== |z = === |= == m===x === |F======zes
TCODITCOF CONC.: | | ng/Kg | DLEMPC | ng/Kg | DUEMPC | ng/Kg | DL/EMPCT ) ng/Kg | DUEMPC® | ng iy | DLEMPCY
| | i | | | | | | | |
2,3,7,8-TCDD ! 1 3B5J) | | 1350 | | 5970 | I 220 | | 340 |
2,3,7.8-TCDF I 01 | 2689 J | | 7020 | | 1wy | 08 | | 1M21 |
1.2.3,7.8-PeCDF i 0.03 | 282 ) | | U 0432 | U | 0279 | U 0221 | U 0.330
1,2,3,7,8-PeCDD | 1] 386 J I | 1384 | ] 411 | | 430 | | 3610 |
2.3.4,7.8-PaCDF | 03] 4030 | I 2400 | | 518 ) | I 478 | I 353 |
1,2,3.4,7,8-HxCDF [ 01 5.53 | i 5.49 | | 16.3 I I 07| I 7.21 |
1,2,3.5,7.8-HxCDF | 0.1} 503 J | I 2730 | | 113 I I 622 | [ 6.61 |
1.2,3,4.7.8-HxCDD { 01 4.84 J | I 1850 | | 5.56 J | f 3114 | 3504 |
1.2,3.6,7 8-HxCDD | 0.1 490 J | | 384 J | | 16.6 | | 7.3 | | 8,44 |
. 1.2,3,7.8.9-HxCDD i 0.1 | 693 | | 4700 | | 1720 | i 1274 | I 8504 |
2,3,4,6,7.8-HxCOF I 01| 491 | | 445 J | | 12.1 i | 103 - | | 7.81 |
1.2,3,7.8,9-HxCDF I 0.1 3520 | | | 0.480 * | 1.89 [ | 703 | | 2564 |
12,2487 8-HpCOF ] G.01 | 18.¢ J | | 2640 | | 121 J i | 444 J | | Br7Jd |
1,2,3.4,6,7,8-HpCOD I 0.01 | 5164 | | 8714 | | 4310 | | 174 | | 1831 |
1.2,3,4,7.8,9-HpCDF | 0.01 502 J i I 2883 | 1 813 4 | | Tl | | 616 J
OCDD i 0.0003 | 34| I 526 J | | 44100 | I ass J | I 123200 |
OCDF - I 0.0003 | 3340 | I 4104 | | 2200 | i 863J | I 1210 |
i | | | | | | | | I |
TOTAL TCOD | | 40,7 J 1 | 1851 4| | 24.3 J | | 25540 | I M1
TOTAL PeChD | } 1.8 1 | | 282 J | | 546 | | 5240 | | 256 J |
TOTAL HXCDD I i 285J | | 368J | | 193y | - | 7434 | | 8024 |
TOTAL HpCOD ! I 3840 | | w2l | 943 J | | 2350 | | 7o 4|
TOTAL TCDF | [ 8150 | | 3420 | | 358 J | | a0 Jd | | 4980 |
TOTAL PaCOF | l 8724 | | 269 J | | 5160 | | 3B7J | | 4181 |,
TOTAL HxCDF | ! s86 4 | | 1284 | | 585 4 | i 214 { 084 |
TOTAL HpCDF ! | 4130 | I 602t | | 5644 | I 1054 | ! 1760 |
! { i ! | | ! ! ! ! !
| b ==== = = |= === = == ==== = = === = = === = ======== =
TOXIC EQUIVALENT #: | | 433 | 141 J | 820 J | 236 J | 28
PERCENT SOLIDS:! | | 85.3 | a14 | 84.1 | 95.5 | 818
DILUTION FACTOR: | f 1.0 | 1.0 | 1.0 | 1.0 | 1.0
CCGLLECTION DATE: | | B/1B/2010 | 8/18/2010 | 8182010 | 84182010 | 8182010
EXTRACTION DATE: | | 8/14/2010 | S142010 i 8/14/2010 | 8/14/2010 | 91512010
ANALYSIS DATE: | | 10/4/2010 | 107472010 1 1042010 | 107442010 | 1052010
LAB SAMPLE I | | 19650254 | 19650404 | 18650414 | 196504564 | 19650504

n
1]
1]
1}
1
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Data Summary Table
DiexindFuran Analysis - Seil Samples
) {ngfiig, Ory wt.)
SITE: Merino Park Sile - Providence, RI
CASE NQ. 40414 SOG No. D24240
LABORATORY: AGAT tabaoratories - Calgary, AB

SAMPLE NUMBER: | Toxicity | 024245 } D24246 | D2a247 | DZ4248 | Dz4249
STATION LOCATION: | Eguivalency | 5506 I 5507 ] 55.08 ! $5.00 | 8510
MATRIX: | Factors# | SO | SoIL i SOIL | S0lL | SOIL
m===========rzzzzass |z sSz=s==s== s ====== ===z = === |z = === = = === == = |z =========== === |===
TCOD/TCDF CONC.: | | ng/Kg | DUEMPCT | ng/Ka | DUEMFC | ngky | DUEMPS | ng'kg | DUEMPL* | ngfkg
| | ! I | | | | |
23.7.8-TCOD | 1] 178 J | i 1634 | | 3510 | | 114 ) | 547 J
2.3.7.8-TCDF | 0.1 106 J | | 7050 | | ez 0| | 448 1 | | 5.08 J
1,2,3.7 8-PeCOF i 0.03 | u | 0Bz | U o209 | U | o104 | u | o7 U
1.2.3.7.8-PeChOD | 1] 204 0 | | 1704 | | 0830 J | | 1.24 ) | | 1.01 4
2,3.4,7,8-PeCDF | 0.3 ] 244 1 | | A05d | | 138 4 | | 1689 1 | | 203 )
1,2,3,4,7,8-HxCOF I 0.1 789 | | 10.3 | I 2840 | I 3990 | | 493 J
1.2.3,6,78-H«COF - | o1 478 ) | | 440 4 | | 180 0 | 226 0 | | 3.09 4
12347 8-HxCDD | 01 212 4| | 188 J | | 1170 | | 1624 | | 1.08
1.2.3.6,7.8-HxC0O0 [ 1] B.32 | | 418 Jd | | 2080 | } 347 )| | 259 J
1,2.3.7.8 8HxCDD | 0.1 f 590 0 | | 5110 | | 3334 | | 41340 | | 77 )
2.3,4,6,7.8-HxCDF | 014 563 | | 3570 | 2120 | | 294 0 | | 295 J
1,2,3,7,8,9-HxCD¥F | 01 180 J | 118 0 | | 0.580 0 | | 0721 d | | 0528 J
1.2.3.4,6,7.8-HpCDF | 0.01 | 811 J ) | w|2d | 1480 ) | 2658 J | | 18.2 4
1,2,3.4.6,7,8-HpCOD | 0.01 | 149 J | § ar4 ) | | 3850 | | 851J | | 473 |
1,2,3,4,7,8,9-HpCOF | 001 | 3584 | | 270 | | 1804 | 196 0 | I 1.41
oCcoD | G.0003 | 1180 4 | | Be7 J | 2910 | | 838 J | | 266 J
OCDF [ 0.0003 | 955 J | I 538 ) | | 2474 | | 5314 | | 266 J
| | I ! | | | | I |
TGTAL TCDD | | 2160} | 198 J | | 3930 | | 125 0 | | 7ol
TOTAL PeChD | | 4320 ] | wed | | 3840 | | 247 J | | 16.8 .J
TOTAL HxCDD | | g42J f | 51.24 | | 1640 | B1d | | 291 J
TOTAL HpCDD | | 296 J | | 188 4 | | FR s B | 172 J | 899 4
TOTAL TCDF [ | =2 U | 298 J | | 54 | | 2084 | | 171 )
TOTAL PeCDF ! | 310 0 | | M40 | 850 J | | 196 J | | 1710
TOTAL HxCDF | } 2120 | 186 J |} | 4551 | | 124 4| | 8a8
~ TOTAL HpCOF | i 1324 | | i R | | 3250 | 00J | | 384
| t | | b | ) l | | |
________ == = |= } === = = === = = |= ===z =| ==== === = ===m===== = |f=====s===== ===
TOXIC EQUIVALENT # | | 188 J i R EA N | e J | 120 J | 59.5
PERCENT SOLIDS: | 1 952 1 965 4 | 94.7 | 85.7 | Gv.3
DILUTIGN FACTOR: | 4 f 1.0 ] 1.0 | 1.0 | 1.0 | 1.0
COLLECTION DATE: | | B/18/2010 | &Maf2010 | 8/18/2010 | 8/18/2010 ' | 8718/2010
EXTRACTION DATE; | | 9152010 | 152010 | SM15/2010 | 9152010 . | 9152010
ANLLYSIS DATE: | ! 10452010 | 10/5/2010 : | 10/5/2010 | 152010 | 10/5/2010°
| | 19650514 | 19650824 | 19650534 | 19650544 | 19650554,

LAB SAMPLE ID:

|
|
I
i
1
1}
11
il
1
1]
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Bata Summary Table
DioxindFuran Analysis - Soil Bamples
{ngfig, Dy wi.)
SITE: Mering Park Site - Providence, RI
CASE MO, 40414 S0 Mo, D24240
LABORATORY: AGAT Laboratories - Calgary, AB

SAMPLE NUMBER: |  Towcity | 024250 [ D24251 | D24252 I 024253 | Dz4254
STATION LOCATION: | Equivalency | 88-11 | §58-12 i 5813 | §S5-14 | 58-15
MATRIX | Factors# | SOIL I SOIL o SOoIL I SOIL | SOIL
|z ========== |z =========== ==& |[f=s====== = | =RI========= === = z== = |- ==== === |z Ezzam=== = |z === === == = = === |- = == =
TCDOITCDF CONC.: | | ngiKg | DLEMPC® | ng/kg | DUEMPC® | ng'Kg | DLEMPCT | ng/Kg | DUEMPCT | ngrkg | DLEMPC®
: | I ! : I ! | | f | | i
2,3,7.8-TCOD | 1] 3804 | [ 1289 | | %34 | I 1370 | ! 4484 |
2,3.7,8-TCOF i 0.1 | 4454 | [ 3080 | I 7630 | I 1963 | i 4124 |
1.2,3.7.B-PeCOF | 0.03 | T 0845 | U | 00884 | T 0.324 | U | 00885 | U | 00544
1,2,3.7,8-PeCDD [ 1 T 136 | 0530 J | | 2570 | | 0528 J | | 2240 |
2.34,7,8-PeCDF [ 0.3 | I 207 * | 1540 | | 2090 | I 0.901 J | | 1891 |
1,2.3.4,7 B-HxCDF I 0.1 | 418 J | | 3134 | | 6270 | | 1430 | ! 3510 |
1,2.3,6,7.8-HxCDF [ 0.1 3980 | [ 1860 | | 6140 | I 100 J | i 3050 |
1,2,3.4,7 8-HxCDD | 0| | 218 * | 08686 J | | 351 ! | 0613 40 | 1 258 J |
1,2,36,7,8-HxCDD I 0.1 398 ) | I 126 J | [ 681J | I 0880 4 | ¢ 367 J |
1,2,3,7.8.9-HxCDD [ 0.1 6520 | I 1550 | [ 910 J | I 2464 | I 4810 |
2,3,4,6.7.8-HxCDF I 0.1] 4020 | I 2250 | [ 5594 | f 1200 | | 293 ) |
1,2,3,7.8.9-HxCOF I 0.1 I 1.47 7 0464 ) | [ 2374 | f 0548 J | I 2000 |
1.2,3.4,6,7,8-HpCDF i 0.01 | 2140 | I 9564 | ! 5620 | I 5320 | ! BT
1.2,3,4.8,7.8-HpCo0 | 0.01 ] 54.7 J | | 544 | | i85 0 | | 168 J | | 4824 |
1,2,3,47 88-HpCOF | 0.07 ] 4,44 | | i31J | f 4000 | | 1080 | | 418 J |
OCDD T £.0003 | 37zd | I 110 | |- 180 J | [ 7Ty | 394 J |
OCDF | G.0003 | 33.0 J i ; 1234 | w2do | 1"MeJd | | 3B3J |
' I | ; i | | | | | |
TOTAL TCDD I | 48.1 J | | 12840 | | 288 J | | 1884J | ) 5624 |
TOTAL PeCDD i | 10,3 J | 1 BA7T J | | ALY | | 883J | | 134 4 |
TOTAL HxCDD | | 07 | | 14740 | | way | 126 J | | 2534 |
TOTAL HpCDD [ | 9704 | | 38J | I 3200 | I 3320 | | 9144 |
TOTAL TCDF I I 8634 | i 1849 | I . 3Td | [ 88 J | | 1454 |
TOTAL PeCDF | | 253 J | | 1514 | | 324 0| | 8663 J | | 108 J |
TOTAL HxCOF I I 6724 | I 61.8J | I 240 | I 262,J | i 668 J |
TOTAL HpCDF [ I 4154 | [ 1900 | I 1429 | I 1230 | | 4191 |
| | | | I | | | i | l
= ===== |: = ==== | === TRZE T ===zess = | S Z=F S mEZZ===E= = | = ======== = |= i ==== = | = === = === =
TOXIC EQUIVALENT # | | 436 J | 41 J | | 188 J | 510J -
PERCENT S0OLIDS: | | 948 | 96.8 f | 4.1 | 81.3
DILUTION FACTOR: | | 1.0 | 1.4 1 1.0 ] | 10 | 1.0
COLLECTION DATE: | | 8413/2010 | 871812010 |7 81812010 | 81182010 | Bf18/2010
EXTRACTION DATE: | | 9502010 | SHBI2040 | SH18/2010 | 8116/2010 | 91162010
ANALYSIS DATE: | | 19/5f2010 | 1572010 | 1052010 | 10/5/2040G | 1045/2010
LAB SAMPLE 1D: | | 19650564 | 1865057A | 19650584 | 1965058A | 1985060A

n
u
L
Hi
1
"
n
n
1}
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Data Summary Tabile
DigaindFuran Analysis - Soil Samples
(ng/Kg, Dry wt)
SITE: Merino Park Site - Providence, Bl
CASE NQ. 40414 S5 Mo. 024240
LABORATORY: AGAT Laboratories - Calgary, AE

LAB SAMPLE ID; 19650614

SAMPLE NUMBER: | Toxicity | D24255 | D24256 | 024257 |
STATION LOCATION: | Eguivalency | 58-18 | 5517 | 55-18 |
MATRIX: | Factors# | SOIL | SOIL I SCHE |

|====== = =z = |= === |z =| === |z =

TCDD/TCOF CONC.: | g ngiig | DUEMPC* | ngikg | BLEMPG® | ngKg | DUEMPC® |

] ! | | | o !

2,3,7.6-TCOD f 1] 33.2 J | i 12140 | | 5420 |- I
2,3,7.8-TCOF I 01 283 ) | I 4320 | | 4884 | |
1,2,3,7.8-FPeCOF I 0.03 | U | 00713 | U o { 00954 | Ul 0144 |
12,3.7,8-PeCOD I 1] 128 J i I .16 i | 2884 | |
2,3.4.7.8-PaCOF I 0.3 | 1.49 J | I 424 ) | | 2784 | |
1,2,3,4,7,8-HxCOF ! 01| 244 J i I as.0 | | 4530 | |
1.2,3.6,7,8-HxCDF | 01| 1.73 4 [ ! 449 I | 415 | |
1.2,3,4,7,8-HxCDD I 0.4 1.40 J I | 22.6 I | 350 | |
1,2,26,7,8-HxCOD | 01 223 I ! 40.3 I | 4810 | |
1,2,3,7.8,9-HxCDD | 01| 3.38 J I [ 452 ) | | 884J | |
2,3,4,8,7 B-HxCDF | 017 203 J | | 427 | | 4210 | |
1,2,3,7 8.9-HxCDF | 01| 0.992 I | 18.9 | | 2000 | |
1,2,3,4,6,7.8-HpCOF i 0.01 | 134 I i Ctone d i 2420 | I
1.2,3.4,6,7.8-HpCOD I 0.01 | 310 J | | 1400 J | | 830J | |
1,2,3,4,7 & 8-HpCDF i .01 | 253 J | 1 88.0 J | | 6877 J | O
oCDC [ 0.0003 | 260 J - | | 11400 | | 213 ) | |
OCDF | 0.0003 | 208 J | | 3520 J | | 9074 | |
| | | | | | | |

TOTAL TCDD | | 405 J | i 20540 | | 680 J | |
TOTAL PeCDD | | 87.2 J | t 380 J | | 1468 J | |
TOTAL HxCOD | i %7 J ! | 336 ) | | 344 | |
TOTAL HpCDD | ] 552 J i [ 24100 | | 1500 | e |
TOTAL TCDF | | 112 J i | 188 J | | 160 | |
TOTAL PeCDF ! | 87.1 ) [ | 642 J | | M8 | |
TOTAL HxGOF ] { 438 J I | 2610 J | | 8810 | |
TOTAL HpCDF | | 267 J { | 3020 4 | | 853 J | |
] | | | | | I |

======c===Fm========== |Fs=====sxsz | ===3s = = =|= === = = === = ======= = |
TOXIC EQUIVALENT #: | i 372 | 76.1 J | 63.1 J |
PERCENT SOLIDS: | ! 92.8 | 96.8 | .85.2 |
DILUTION FACTOR: | | 1.0 | 1.0 | 10 |
COLLECTION DATE: | | 8£18/2010 | 811872010 | 2/18/2010 |
EXTRACTION DATE: | | 9ME2010 | 9f18/2010 | 9/16/2010 i
ANALYSIS DATE! | | 152010 | 10/5/2010 1 1046/2010 |

I | | 19650624 | 18550634 i

* = The vatues in this column are either the Detection Limits (DL} or the Estimated Maximum Possible Concentration (EMPC). The EMPC results are marked with a ** *. The DL values are unmarked.

The EMPC values are nol gualified with a "J", because 1he values are already estimated.

# = The Toxic Equivalent concentrations are calculated with the Toxicity Equivalency Factors {TEFs) found in "The 2005 Warld Health Organization
Ra-evaluation of Human and Mammalian Toxic Equivalency Factors for Dioxins and Dioxin-like Compounds”, Society of Taxicology, July 7, 2006.
Concentrations reperled by the laboralory below the CROL are flagged {J) on the Data Summary Table as estimated values. )

T

DATA VALIDATION STATEMENTS: : -

{1 2378-TCOD, 2378-TCOF, 123785-HxCDD, 1234678-HpCOF, 1234678-HplO0, 1234783-HpCOF, OCDO, OCDF: Al positive results are estimated {J) due to "Action High" PE scores.
{2} QCDF: CCV %D criteria exceeded, All resulls are estimated (J, UJ) for samples D024248 through D024257.

{3} 23478-PeCDF. 1234T89-HpCDF, OCDD, OCDF: Associated labeled compand CCV %D criteria exceeded. All results are estirmated (J, WU} for samples DO24248 through DO24257.
{43 123789-HxCDO, 1234785-HpCDF, 1234678-HpC DD, OCOD, OCOF: Field duplicate precision outside criteria.  Positive resulis are estimated (J} for samples 024254 and D24257.

{5) QCDD, OCDF, 12346578-HpCDF, 1234788-HpCDF/Sample 24242 Associated labeled compound recovery criteria exceeded. Results are estimated {J, UJ),

{8) 2378-TCDRSamplas 024246, 024249, 024251 Associaled labeled compound ion ratio criteria exceeded. Rasults are estimated (J, UJ).
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Site Name /%M Zfé
Reference No. @T oL

REGION I DIOXIN/F URAN DATA VALIDATION

EPA-NE
Data Validation Worksheet Cover Page

The following data package has been validated:

LabName _AGAT labsatvie), Uk, SOW/Method No._ftrtol 2

Case/Project No. __{f o eg(¥ Sampling Date(s) _§/(#//o _{ Al 1eh- ff’k/r@
SDG No. AT , Date(s) Rec’d by Lab’ 2500 _

No. of Samples/Matrix 5+ &

Validation Label Code
Traffic Report Sample Nos. [} 2¢f Q’f{fo_—§ 02y ') 7 .

'Equipment Blank Nos. /Vg
Field Duplicate Nos. /0 WS { T)~4 5/ TTAF thf//
PES Nos. Co)R

The samples were validated using the critéria in the SOW/Method stated above, and the EPA approved QAPP; defaulting
next to Region I, EPA-NFE Data Validation Functional Guidelines for Evaluating Environmental Analyses, December 1596
procedures; and finally to EPA Reglon I's ESAT Standard Operating Procedures for Dioxin/Furan Data Vahdanon October
2010 (ESAT-01-0007}). -

The data were evaluated based upon the _foIlowing parameters, Check the appropriate column if ali criten'a are met and no
hard copy worksheet provided. Also check the appropriate column for Manual Data Review or if Electronic Data Review
Reports were used in the evaluation of the data. - '

Parameter All Criteria Manual Electronic
. Met Review Data Review
L Data Completeness e N/A
I1. | Preservation and Holding Times . { V4
III. | Accuracy Check (Performance Evaluation Results) 6}/4/, - v/ N/A
IV. | Window Defining Mix ) v vz N/A
| V. | Tnitial and Continuing Calibrations Qval- v N/A
VI. | Column Performance Resolution Check : e N/A
VII. | Blanks , ] v
VI | Matrix Spike/Matrix Spike Duplicate / /‘/o“ll } A/A ,ﬁ. 73 N/A
IX. [ Laboratory Control Sample v Y
i X. | Laboratory and Field Duplicates avel - ' v N/A
XL | Labeled Compounds and Clean-Up Standard & / _ V4 .
XII. | Sample Analysis and Identification ' v N/A
. X1, | Sample Quantitation : , \/
XV, Sensitivity Check _ V J
XV. | 2378-TCDD Toxicity Equwalents (TE) 4 N/A
XVI. | Required Sample Reruns and Second Column Confirmation \/
XVIL. | System Performance v N/A

. I certify that all critf:ria wez met for the worksheets checked above.

Validator's Name Cornpany Name

Date Vatidation Startcd {;04 L?/ / 0

Jyééf{lc—:‘éggf’hone Number 237?/7_?— #1530
Date Validation Completed {] {0
) NS
Region I Definitions and Quahﬁers I
A - Acceptable Data
I - Numerical value associated with campound is an estimated quanniy
R - The data are rejected as unusable. The R replaces the numerical value or sample quantitation limit.
U - Compound not detected at that numerical sample quantitation Limit. .
UJ - The sampie quantitation {imit is an estimated goantity. -

EB- Compound detected. in aqueous equipment blank associated with soil/sediment sa.mples

10/10



Region I
Data Review Worksheet

I. DATA COMPLETENESS

Top?
MISSING INFORMATION DATE ,LKB CONTACTED DATE RECEIVED
of/20/fo0 " io/s3fe-[farnel); 11)5
(5 10[2YID  rofplisdfartinl)s )T

e A -

4 ;:,4% Ay 1 e !‘ff{"’jtf{q/h
U i i__ v Wi ey el

\ Jeind Cornation) tur ol iten)]
Pending.
7 7

—

Reviewer: ;{LM Date: ! | ( ES t; 0

01/03



Peary, Rob

From: Peary, Rob

Sent: Wednesday, October 20, 2010 4:.02 PM

To: stodola.steve@epamail.epa.gov

Cc: Svetaka.Pat@epamail.epa.gov; Depierro.Denise@epamail.epa.gov; Macri, Lows
Subject: Lab Info Request; Case: 40414, SDG:D24240 - Merino Park

Hi Steve,

Here is a lab request for the Merino Park, Dioxin/Furan data package

Thanks, Rob

Paul Houle

AGAT Laboratories - Calgary, AB
403-735-2005
houle @agatlabs.com

Paul:

During the data validation of the data package for Case: 40414, SDG: D24240 [Lab WO: 10C431462], we noted the
following items that need to be resolved.

‘/1.
J
s
A
S
% 6.

Rt
Xﬁ?g“

v

10.

/X

The “PCDD/PCDF Sample Data Summary” forms and the “1-DFC-Form I-HR CDD-3, Second Calumn Confirmation”
forms do not contain the correct Lab. Sample ID. They all have the EPA Sample Number entered for the Lab.
Sample ID. Please submit any corrected forms and additional data as necessary.

The “PCDD/PCDF Sample Data Summary” forms, “2DF-Form [l HR CDB, Total homaologues” forms, and the “1-
DFC-Form I-HR CDD-3, Second Column Confirmation” forms contain numerous incorrect dates for the “Date
Extracted” and the “Date Analyzed for all samples. Please submit corrected forms and additional data as
necessary. ' '

The “2DF-Form Il HR CDD, Total homolegues” forms beginning with EPA Sample No. D24248 contain the
incorrect “Lab File ID”. Please submit any corrected forms and additional data as necessary.

The “SDFC-Form V-HR CDD-3, Analytical Sequence” form (page 603) lists the incorrect EPA Sample No. for lab
sample 1965065A. Please submit any corrected forms and additional data as necessary.

The “SDFC-Form V-HR CDD-3, Analytical Sequence” forms (pages 602, 603) list numerous incorrect entries for
“Date Analyzed” for both standards and samples. Please submit any corrected forms and additional data as
necessary. :
The “SDFC-Form V-HR CDD-3, Analytical Sequence” form (page 603) lists samples D2457, D2458, and D2459 as
being analyzed on 10/6/10. There is no Window Defining Mix or Continuing Calibration Standard listed for the
beginning of the 12-hour sequence for these samples. Please submlt any WDM and CCAL reports for these
samples and all associated raw data.

There are no ending CCAL Standards for the analytical sequences beginning 10/4/10, 1733 and 10/5/10,

1326. Please submit any available ending CCAL data for these sequences.

No “SDFA-Form V-HR CDD-1, WDM Summary”, “SDFB-Form V-HR CDD-2, Chromatographic Resolution
Summary”, “SDFC-Form V-HR CDD-3, Analytical Sequence” forms, or Tune data were submitted for the 9/15/10
initial calibration. Please submit the associated ICAmeormatlon ﬁrlnzmﬂ’ ““/*’)7’ WO
The “1DFB-Form I-HR CDD-2, Toxicity Equivalence Summary” forms for all samples show a final Total-TEQ value
of “0.0”. Please submit the forms with the correct sum of the TEF-Adjusted Concentrations. (If possible, please

9
éﬁ,ﬂu he 2005 Toxicity Equivalency Factors instead of the 1989 TEFs.)

o supporting data were included for the DB-225 confirmation analyses results for 2378-TCDF. Please submit all
QC and raw data including: tune data, chromatographic resolution, initial calibration, continuing calibrations,
quantitation reports, chromatograms, etc. for the confirmation analyses for alt samples.

_/__V_‘_’ gi(, de?y for Iﬂ/é/fﬂ

1


mailto:stodola.steve@epamail.epa.gov
mailto:Svetaka.Pat@epamail.epa.gov
mailto:Depierro.Denise@epamail.epa.gov
mailto:houle@agatlabs.com

Thanks for your help in resolving this item.
Steve Stodola, QA Chemist, Region |
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Peary, Rob

From: Peary, Rob _

Sent: Wednesday, October 27, 2010 8:43 AM

To: : stodelasteve@epamail.epa.gov :

Cc: : : Svetaka.Pat@epamail epa.gov; Depierro.Denise@epamail.epa.gov; Macri, Louis
Subject: ) Lab Info Request-2; Case: 40414, SDG:D24240 - Merino Park

Hi Steve,

Here is an additional lab request for the Mering Park dioxin SDG {TDF-2047}. tincluded a request for a lab electronic
deliverable of the sample results {#8). | wasn’t sure if you had asked for that or not.
Thanks, Rob

Paul Houle

AGAT Laboratories - Calgary, AB
403-735-2005
houle@agatlabs.com

Paul: : _
During the data validation of the data package for Case: 40414, SDG: D24240 [Lab WQ: 10C431462], we noted the
following additional items that need to be resolved.

There was no supporting raw data for the Window Defining Mix samples which were run at the beginning of each
sequence. Please submit the WDM raw data {chromaiograms and uantitation reports) associated with all
samples in this SDG. [, Fromwe i 4t fe?i/ﬂ”(( ow's 5
There is only one Signal-to-Noise (S/N) value reported on the quantitation reports for each compound Please
identify which ion this is associated with and explain how the 8/N is monitored for the other ion. Fofovare 2.
An EMPC result which is a different value than the concentration result is reported when the ion ratio criter: 8.; M/‘
not met. Please explain show how the EMPC values are calculated and show an example for one of the samgx@
There is no Tetal Homologue report, for the method blank DFBLKSI. Please submit a Total Homologue report
for this method blank. /%} f 7 n"
The Percent Solids are not reported on the Sample Data Summary forms. Please submit any corrected forms as
necessary. '
The percent solids values appear te have been calculated on the sample preparation sheets but not included in the
sample results calculations or reparted an the results forms (item #5 above). Please identify whether the final
sample results are reported on 4 or dry weight basis. Please identify whether the Volume/Mass .
Extracted values on the Sample Work-Up Sheets are wet or dry weights. Please show an xamplc of a result
calculation for one analyte. ﬁg D sy iteys Fvml, o-f/épﬂ gre wet.
No cleanup standard results are reported. Please indicate whether a cleanup _stfj?ra was yseghfor this

Ol

analysis. Please submit any corrected forms and additional data as necessary
A “standard” lab electronic delivergh]e sample results file would be helpful since the EXES data does not appear
to be available for this SDG. Fammf c/g fod rerltifeny Mo 72,;6,/ blm, 7&(&;;4’{79

MWD XX x®

Thanks for your heIp in resolving these items.
Steve Stodola, QA Chemist, Region I


mailto:stodola.steve@epamail.epa.gov
mailto:Svetaka.Pat@epamail.epa.gov
mailto:Depierro.Denise@epamail.epa.gov
mailto:houle@agatlabs.com

Region I
Data Review Worksheet

II. PRESERVATION AND HOLDING TIMES

Sampler:

1. Circle sample numbers with exceeded contract holding times or omitted preservation.

Company: ll/ﬂf 747“- f °/ m yl'/ Contacted Yes No Date: :
Sow~ 4% 32C

P :xwo*\\

Sample Number Matrix Prascrve@m Daate Sampled Djne Extracted ) Date Analyzed Action
55,/ Wwer | i 3/11:,(5}/;//0 z AR

2
7

V7]

T M Settor,

List Technical Holding Times: Extraction;

List Contractual Helding Times: Extraction:

Validator: -ﬂ'{}w}/

, Analytical:

f}@ﬂ/ At trecfios (IM

{ Fear
? FF‘?/ ‘/C”“ﬂéf"{/ '),-%/aly‘rical: —

Date: '/Ot//?‘//"

01/03



' (;pi’fler)

Rev:

PES SCORING EVAILUATION REPORT

PES PC01411 3 EPA Sample No.: D24258 Report Date:  10/14/2010. Page 1 of 1
‘Lab Name: AGAT Laboratories Lab Code: AGATAB
Contract: EP10W001067 Case No.; 40414 TO No.: EP-CALL-0002
SDG No.: D24240 Matrix: Soil ~ Lab Sample ID: D24258
Lab File ID: 10C431463_DX_TS_I . Date Received: 08/25/2010 Date Extracted: 09/16/2010
Date Analyzed: 10/06/10 Sample Wt./Vol. (g/mL): 9.33 ¢ Water Sample Prep.: NA *
Cone. Extract Vol. (ul): 20.0 Injection Vol. (uL): 1.0 % Solids/Lipids: NA
GC Column: DB-5 ID (mm): 0.25 Dilution Factor: 1
Units: ng/Kg .
" Analysis Method: DIMO01.4
Scoring Method: DLMO01.4
Comments;
CAS No. Analyte Laboratory Results PES Evaluation
Concentration Q .
1746-01-6 2378-TCDD 11.2 PASS | Within Limits
51207-31-9 2378-TCDF 3.03 PASS | Within Limits
57117-41-6 12378-PeCDF 175 1 N.E. | NotEvaluated
40321-76-4 12378-PeCDD B.62 PASS | Within Limits -
57117-31:4 3580 . - || 284 78-PeCDF; - BB - -5 L) 4.62 I | BASSS. . Within Limitsi- s
70648-26-9 [ 123478-HxCDF ° 2.23 ] N.E. | NotEvaluated .
N 57117-44-9 123678-HxCDF 1.8¢9 J N.E. | Not Evaluated
39227-28-6 123478-HxCDD ™" 6.78 PASS.] Within Lifiits _
57653-85-7 123678-HxCDD 1221 PASS | Within Litnits ’
19408-74- 3 123789-HxCDD 19.1 PASS | Within Limits’
60851-34-5 234678-HxCDF 9.91 PASS | Within Limits
72918-21-9 123789.-HxCDF 13.7 PASS | Within Limits
67562-39-4 1234678-HpCDF 12,6 PASS | Within Limits
35822-46-9 1234678-HpCDD 70.6 PASS | Within Limits -
55673-89-7 1234789-HpCDF 3.35 J N.E. | NotEvaluated
3268-87-9 OCDD . 175 FAIL Action High
39001-02-0 OCDF 20.4 N.E, Not Evaluated
41903-57-5 Total TCDD 23.003 PASS | Warning High
36088-22-9 Total PeCDD 38.4965 FAIL Action High
34465-46-8 Total HxCDD 41.7901} PASS | Within Limits
37871-00-4 Total HpCDD 81.5238 PASS{ Within Limits M
55722-27-5 Total TCDF 11.3374 FAIL Action High e v / {74
30402-15-4 Total PeCDF 13.6408 PASS | Warning High
55684-94-1 Total HxCDF 35.5231 PASS | Within Limits ’r‘"h / K ad
38998-75-3 Total HpCDF 34.3868 FAIlL Action High
LR EE ] ENDM&ID Analy-tes EE R LR T ke |l kkkd L PR L L L L] d/wy )
TIT) END All Analytes I aETn T Aok ko &k Cfﬂwﬂ

Property of U.S. Environmental Protection Agency - Score PES v1.12a



AGAT Laboratoriesl " PC o / L)l //

2916 12th 5t. NE Calgary

Alberta SAMPLE No.
PCOIMPCDF SAMPLE DATA SUMMARY
HRGCHRMS. Dryzs3
tab Name: AGAT labaratories Contract EP1OWDOi067
Lab Code: AGATAB Case No.: 4G4 14
TO No.: EP-CALL-0002 SDG No.: 24240
Sample wtivol.: . 2.33 . afenl: g
GC Columin: DB-5 IB{mm}: 0.25
Lab.Sample 1D: 58 Lab Fiie 10 10G431483_DX_TS_RE
Matrix{SoilWater/AshTissue): Water Date Received: 05.‘2_5!201 g
Water Sample Prep(SEPFISPE) . Date Extracted: 0S/1612010
Concentration Units{pg/L or ngikg)' E\g’;% . Date Analysed: 06-Oct-10
tnjection Volumefyly: 1,00~ %Solids/Lipids:
Concentrated Extract Volume{pi): 20.00 Dilution Fagtor: §.
Targe! Analytes lSeIecteﬂ lonsy Peak RT lon Ratlo Ratio Flag’ Conc Q EMPC EDL
2378-TC00 3201322 26,88 0.748 : 11.2
2378-TCDF 3041306 26.27 0.732 - 3.03
12378-PeCOF 3401342 30,00 1.43 1.75 J
12378-PeCDD 356/358 31,10 1.55 8.62
23478-PeCOF 340/342 3073 1.45 4.62 J
123478-HxCDF 3741376 33.88 1.48 2.23 J
123678-HxCDF 744376 34.01 1.24 1.89 J
12347B-HxCDD 394/392 34,74 1.25 8.78
123678-HxCOD 390/392 34.82 1.23 2.2
123785-HxCOD 390382 35.20 1.28 g1
234878-HxCOF 7471376 34,81 1.44 . 89
123788-HxCDF - I74/376 3549 1.42 13.7 +
123467 8-HpCDF 408/410 3743 0.679 i12.6
1234878-HpCDD 4241426 38.71 1.03 70.6
1234783-HpCDF 408410 38.30 1.1% 3.35 - J
[o]olnla 458/460 43.38 0,897 178

CCDF 4421444 43.60 0.771 20.4

Mole: Concentrations, Estimaled Maximum Possible Concentrations (EMPCs), and Estimialed Delection Levels {EDLs) tor sofid samples are caloufaled on 2 dry weight
basis (excepl tissues, which are reparted-on a wel weight basis with % Lipids),

Labeled Compaounds Selecled lons] Peak RT lent Ratio Ratio Flag’ Ratio Limits % Rec Rac Flag” % Rec Limits
13C-2378-TCCD 332/234 26,88 0.774 4.65 - 0.88 518 25 - 164
§13C-12378-P2eCDD 368/370 31.67 i.68 1.32-1.78 56.2 25 -18t
13C-123478-HxCDD ) 4021404 3472 1.26 165-143 785 32 - 141
13C-123678-HxCDOD 4027404 34.B2 1.27 | 1.05-1.43 774 28-130
13C-1234678-HpCDD 436/438 38.70 1.06 . 0.88-1.20 53e 23-140
13C-0CDD 4704472 43.36 0.875 0.76 -1.02 24.3 17 - 157
13C-2378-TCDF 316/318 26,25 0.774 ' (.65 - 0.89 56.8 24 - 162
13C-12378-PeCDF 352/354 29.99 1.57 1.32-1.78 48.7 24 - 185
13C-23478-PeCOF 521354 30.71 1.58 1.32-1.78 487 21-178
$3C-123478-HxCDF IBASIBE 33.88 4,457 . 0.43-0.5% B8.5 268 -152
13C-123678-HxCDF 3841288 34.00 0.504 0.43-059 &67.3 26-123
13C-234673-HxCDF 384/388 34,58 0508 0.43-0.58 68.7 28 - 136

130-123789-HeCOF 3841388 35.48 0.505 043 -0.58 66.6 T2%-147 .

13C-1234678-HpCDF 4181420 37414 0.421 0.37 - 0.51 44.8 28-143
13C-1234789-HpCDF 418/420 39,28 0.406 o] 037 -0.51 40.7 26- 338

Lakeled Compounds Selecied lons| Peak RT lon Ratic Ratio Flag” Ratie Limits . % Rec Rec Flag“ % Rec Limits

{#) Column to be used o flag values culside OC limits.



http:0.37-0.51
http:0.37-0.51
http:0.43-0.59
http:0.43-0.59
http:0.43-0.59
http:0,43-0.59
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20F - FORM Il HR CDD

CDD/CDF TOTAL HOMOLOGUE CONCENTRATION SUMMARY

Dc oruty

EFA Sample No.

HIGH RESOLUTION 024258
Lab Name: AGAT Laboratories Contract No EP10W001067
Lab Code AGATAB Case Number 40414 TO Number . 5DG No. D24240
Matrix(soilwaterfashilissue/oil):  * Soil Las Sample I 19650644,
Sample wiivol: 9.33 g/imL Lab File ID 10C123456_TS
Water Sample Prep: SEPF/SPE Date Received 08/25/2010
Concentrated Extract Volume: 20 L Date Extracted 06/16/2010
Injection Volume: 1pL - % solidsAipids - Date Analyzed 10/5/10
GC Column; DB-5 : 1D 0.25 {mm) Dilution Factor 1.0
Concentration Units pg/L. or ng/Kg:  ngfkg
Homologue | Peaks | Concentration Q i EMPC/EDL
Dioxins
Total TCDD 10 23.003
Total PeCDD 5 38.4965
Total HxCDD 6 41,7801
Total HpCDD 2 815238
Furans .
Total TCDF 20 11.3374
Total PeCDF 11 13.6408
Total HxCDF 10 35.5231
Total HpCCF 4 34.3868

Concentrations, Estimated Maximum Possible Concentrations (EMPCs), and Estimated Detection Limits {EDLs) for salid samples are
calculated on a dry weight basis (except tissues, which are reported on a wet weight basis with % Lipids). The total homologue.
concentrations do not affect the TEF {toxicity Equivalence Factor) calculations.

FORM I HR CDOD

584



1

Bik) - PES SCORING EVALUATION REPORT

PES PC02263 Rev: 3 EPA Sample No.: D24259 Report Date:  10:21/2010 Page lofl
Lab Name: AGAT Laboratorics Lab Code: AGATAB
Contract: EP10W001067 “Casc No.: 40414 TO No.: EP-CALL-0002
SDG No.: 024240 Matrix: Soil ' Lab Sample [D: D2425%
Lab File 1D: 10C431462 DX _US_| Dale Received: 08/25/2010 Date Lxtracted: 09/16/2010
Date Analyzed: 10/06/10 Sample Wt./Vol. (g/iml): 9.48 ¢ ' Water Sumple Prep.: NA '
Cone. Extract Vol (ulL): 200 Injection Yol. (ul): 1.0 % Solids/Lipids: NA
GC Colamn: DB-5 [D (num): 0.25 ' Dilution Factor: 1
Units: ng/Kg )

Analysis Method: DLMO0L.4
Scoring Mcthod: DLMO!.4

Comiments:
CAS No. Analyte Laboratory Results PES Evaluation
Concentration Q
1746-01-6 2378-TCDD 5.03 FAIL Aclion High
31207-31-9 2378-TCDF 2.62 FAIL Action High
57117-41-6 12378-PeCDIF 0 U PASS Within Limits
40321-76-4 12378-PeCDD 297 J PASS | Within Limits
57117-31-4 23478-PeCDF 2.21 1 || PASS Within Limits
70G48-26-9 123478-HxCDF : ' 4.03 J PASS Within Limits
57117-44-9 123678-HxCDI 4.05 J [ASS Within Limits
39227-28-6 123478-HxCDD 3.60 J PASS Within Limits
57653-85-7 123678-HxCDD . 4.72 ] PASS Within Limits
19408-74- 3 | 123789-HxCDD 6.76 FAIL Action High
60851-34-5 234678-HxCDF 389 ] PASS Within Limits
72918-21-9 123789-HxCDF 281 T PASS | Within Limits
67562-39-4 1234678-HpCDF 47.0 FAIL Action High
35822-36-9 1234678-HpCDD 746 FAIL | Action High
55673-89-7 1234789-HpCDT 680 FAIL Actien High
3268-87-9 OCDD 515 FAIL Action High
390601-02-0 | OCDF . 127 FAlL Action High
41903-57-3 Tutal TCDD 16.9621 N.E. Not Evaluated
36088-22-9 - Total PeCDD 7.0023 N.E. Not Evaluated
34465-46-8 Total HxCDD 26.3290 N.E. Not Evaluated
37871-00-4 Total HpCDD 122.2884 N.L. Not Evaluated
55722-27-5- Total TCDF 13.6857 N.E. | "Not Evaluated
30402-15-9 Total PeCDF 32.0633 i N E. Not Evaluated
55684-94-1 Total HxCDF 115.2392 N.E. Nol Evalualed
38948-75-3 Total HpCDF 129.1214 N.E. Not Evaluated
'TIT) END Main Analytes j T T [TTL) T
'TTT END All Analylcs FEARERER Gk | kEak ITIT] FAEERRENEE

Property of U.S. Environmenial Protection Agency - Score PES v1.12a



2410 12th St. NE Calgary

AGAT Labt.:ratories PC O 3 9\ GB

Alberta SAMPLE No.
PCDD/PCDF SAMPLE DATA SUMMARY
HRGC/HRMS b z %5 9
Lab Name: AGAT izboralories - Contract EP1o0WooiasY
tab Code; AGATAB Case No.: 40414
TC No.: EP-CALL-0002 5DG No.: D24240
Sample wifvel.: 2.48 gfmil: g
GG Coturn; DB-5 1D{mm): 0.25
Lab. Sarmple ID: 024259 Lab File iD: . 100431'462_DX_US_RE
Matrix(SoilN\IaterfAsth iS5ue); Water . Dale Received; . . QBf25/2016
Water Sample Prep{SEPF/SPE): : Date Extracied: 0%i16/2010
Concentration Units{pgft or ngfkg}):  ngfka Date Anaiysed: 06-Cct-10
injection Volume{pi): 1.00 %Solids/Lipids: .
Concentrated Extract Volume{ul): 20.00 Dilution Factor. il
Target Analytes ]Selected lsnsl Peak RT len Ratio Ratic Flag“ Conc Q EMPC EDL
2378-TCDD 320/322 26,89 Q.741 5.63
2378-TCOF 3047308 26.27 2.670 2.62
12378-PeCDF 340/342 0.00 0.0 U 0.0352
12378-PeDD 3561358 31.10 1.52 . 287 J
23478-PeCDF 3401342 30.73 1.43 : 2.21 J
1234758-Ha COF 3743ve |- 3380 1.1 4.03 J
123678-HxCDF 3747376 34.02 1.15 . 4.05 J
123478-HxCDD . 390/392 475 1.24 3.80 J
123678-HxCOD . 3g0/3g2 34,85 i.24 472 J
i23789-HxCOD 390/392 35.20 i18 8.76
234678-HRCDF 3741378 34819 1.5 3.89 J
123788-HxCDF ITAITE 35.50 117 2.81
1234678-HpCOF 408/410 37.43 0.892 47.0
123467B-HpCDD 4241426 38.72 1.02 74.6
1234789-HpCDF 408/410 39.30 0.885 5.80
oeon 4581460 43.38 0.857 : 515
OLCDF 442/444 43.60 0.834 127

Mote: Concenlrations, Eslimated Maximum Possitle Concenlrations (EMPC 5}, and Eslimiated Delection Levels (EDLs) for solid samples are calculated on a dry weight
basis {except lissues, which are repaned an a wet weight basis with % Lipids).

Labeled Compounds ISeIected lons| Peak RT lon Ratic | Ratio Flag” ) Ratio Limits % Rec Rec Flag® |% Rec Limits
13C-2378-TCDD 3321334 2688 0.782 0.65 -0.89 X 25-164
13C-12378-PeCDD 3IEB/IT0 31.08 1.57 1.32-178 £3.4 25-181
13C-123478-HxCDD 402/404 3474 i.27 1.05 - 1.43 2.4 32-14¢
13C-123678-HxCDD 4024404 34.83 1.26 1.05-4.43 777 28-130
13C-1234878-HpCDD 4361438 38.70 . 1.04 Q.88 - 1,20 §0.6 23-140
13C-QCDbD 470/472 4336 0,206 076-1.02 358 : 17 - 157
1AC-2378-TCDF 3164318 26,25 0.773 0.65-082 651 24 - 168
13C-12378-PeCDF 3521354 2999 1.60 1.32-4.78 58.9 24 - 185
13C-23478-PeCDF 3521354 30.72 1.55 1.32-.1.78 50.3 21-173
13C-123478-HxCDF 3847388 33.89 0.500 0.43 - 0.59 69.7 26-152
i13C-123678-HxCDF [ 3847388 34.01 8.502 0.43-0.59 68.0 26-123
13C-234678-HxCDF 3841386 34.59 0.512 . 0.43 -0.59 683 28-136
136-123789-HRCDF 3841386 35.45 0.508 0.43 - 0.58 59.5 29 - 147
130-1234878-HpCDF 4181420 37.42 0.428 0.37 - 5.51 5.0 28 - 143
130-1234789-HpCDF 4181420 38.2% 0,427 0.17 -0.51 49.0 26 - 138

Labeled Compaunds ISeIe:ted lerrs] Peak RT lon Ratla Ratio Flag‘ Ratio Limits % Rec Rec Fiag‘ % Rec Limits

{#) Column o be used to flag values cutside QC limits,
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2DF - FORM Il HR DD

PC 02263

EPA Sample No.

COD/CDF TOTAL HOMOLOGUE CONCENTRATION SUMMARY 024256
HIGH RESOLUTION i

Lab Name: AGAT Laboratories Contract No EP10W0O01067
Lab Code AGATAB Case Number 40414 TO Mumber SDG No. 024240
Matrix(soitfwaterfashitissue/oil). Sail Las Sample ID 186550654
Sample witvol: 9.48 g/mt Lak File D 10C123456_US
Water Sample Prep. SEPFISPE Date Received 08/25/2010
Congentrated Extract Volume: 20 ul ) Date Extracted 06/16/2010
Injection Voluma: 14l % solidshipids Date Anzlyzed 1015410
GC Calumn: DB-5 ’ D 0.25 (mm)  Dilution Facter 1.0
Concentration Units pgh or ngfKg:  ng/kg
Homologue | Peaks i Concentration ] Q i EMPC/EDL
Dicxins i .
Teotal TCDD 13 16.5621
[Total PeCDD 10 7.0023
(Total HXCDD 7 26.3295
Total HpCDD 2 122.2884
Furans
Total TCDF 23 13.6857
Total PeCDF 16 32.0633
Total HxCDF 12 115.2382
Total HpCOF 4 128.1214

Concentrations, Eslimated Maximum Possible Concentrations (EMPCs}, and Estimated Detection Limits (EDLs) for solid samples are
calcilated on a dry weight basis (except tissues, which are reported on a wet weight basis with % Lipids}. The total homologue

concentrations do not affect the TEF {toxicity Equivalence Factor) calculations.

FORM Il HR C0D

595



Region I

" Data Review Worksheet

I

HI. ACCURACY CHECK (Performance Evaluation Results) - List all analytes that are outside criteria,

SDG No: P2YI®  CASEPROIECT No:_ WO

Are more than one-half of the PES analytes within criteria for each parameter. Y N
PE Sample A;npule Number Type of PES Matrix Analyte Cone. Region T EPA Non-EPA PES - Samples Affecte.:d Action
Number . . ﬂ#/g, PES Scores*  Scores** . )
- ’ K . ' =
02959 | et MGl |Spiten| 0epp ” | 176 | fetim thy| — | 41/ (78’
foctt |30 | formn bing| — Rl
| repe 03 | | - — slréeds
| e |1y | |, - “al
CT w " L
L] U et 7| 14, | honopivd | - —

*  For Region I PESs indicate the Region 1 PES Score Report Results: Action Low; Action High; TCL MISS; TCL CONTAMINANT

5 For Non-EPA PESs indicate the Non-EPA PES Score: PES COMPOUND MISS; PES COMPOUND CONTAMINANT; PES COMPOUND HIT (% Recovery Limits)

Validator:

A

Fr~7

Date: ( 07)4 ﬁ 24

01/03




-~ Regionl _
. Data Review Worksheet

1. ACCURACY CHECK (Performance Evaluation Results) - List all analytes that are outside criteria.

56 No: DYV casEprROECT NG, Yol Y

Are more than one-half of the PES analytes within criteria for each parameter. N
PE Sample _. A;npule Number Type of PES Matrix Analyte Copec. _- Region 1 EPA Non-_EPA' PES Samples Affected Action
Number . nﬂ/}% PES Scores* Scores** .
. 1Ty | Seale | 21 TSP . g 5 Zr _— )
D257 |Pc9267 | R | Yy 57 '\@jﬁ /4 T$
\ - 4 _
! 1 | B 2] ) \
Y. . N . ] ‘
ARV 1757 w-:?it(#-’/{—v ] =
| | pyare-theend wil
\ (P3N b}ﬂc}’ﬁ Y70
Vo l12slay vt 4 ¢ |
! v
123V DY (5o [
\ 1 AV 518" , | | |
J/ W U L | 6wE- {37 \/ N} \L J
o For. Region I PESs indicate the Region I PES Score Report Results: Action Low; Action High; TCL MISS; TCL CONTAMINANT
**  For Non-EPA PEss indicate the Non-EPA PES Score: PES COMPOUND MISS; PES COMPOUND CONTAMINANT; PES COMPOUND HIT (% Recovery Limits}
Validator:__’ ﬁ é&% ' _ Date:_{ 0{/ ;-'[ l// o
' 01/03
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Region 1
Data Review Worksheet

IV. WINDOW DEFINING MIX

1. Were the PCDD/PCDF isomers reported within the defined windows? @:r N
. : '

2. Was the WDM run at the required frequency? Y o@m\

Evaluation: List any of the PCDD/PCDF homologues which were outside the retention time windows.

WDM Date First Isomer/Retention Time Last Isomer/Retention Time Retention Time Of Sample No.
Run/ID ’ Homelogue Qutside
' Window

C_S,f__{. .
ro(slo 1P
19sfw 13:3¢

Validator; W" | Date:’ U / %/ﬁ

¥ | / A

01/03



Region 1

Data Review Worksheets

VY. INITIAL AND CONTINUING CALIBRATIONS

Va. INITIAL CALIBRATION

Date Instrumnent Compound %R3D lon . S/N RT Resolution Samples Affected Action
of File Name Ratio

ICAL

9lisfro |SU5E . v | S
o Jot o
lad k) b 5G] e il Bl P
\ w7 TN .
5
i

DFLMN2 criteria 1613B criteria 8290A criteria
The %RSD of the five -CCS) for the unlabeled The %RS8B-af the five RRFs (CCI-CC5) for the The %RSD of the five RRFs (CC1-CC5) for the unlabeled PCDDs/PCDFEs must
PCDDs/PCDE the intemnal standards must not exe 5 unlabeled PCDDs/PCDFs must not exceed 20 percent and | not exceed 20 percent and labeled standards must not excesd 30 percent.
percent: J ) 't%m / 5 ’( ",{4 labeled standards must not exceed 35 percent. :

Other Method/Techmical Specification criteria;

Comments:

Validator:

A ury

Date: [ é.[ M (“

T 01/03




Region 1
Data Review Worksheets

V. INITIAL AND CONTINUING CALIBRATIONS Continued
Vb. CONTINUING CALIBRATION

Date Instrument Compound %D Ion SN RT Resclution Samples Action
of File Name Ratio Affected
CCAL
(748" joCy 3] , ' L
el o) _cg;( l: . ——— A | ] — #one
(5T | v OrpF = A o | | o |Doymy—>porprs7 | THT

| - [3c-ogpp ©~  r¥afy ]
¢ NN A a2 | _u
BC- 34 -FeChF |36 3} 4 7 N/

PR A Y Y A R N ' e

A

" DFLMQ}2 criteria ) ' 16138 criteria 8290A criteria
Each analyic and internal standard in the CC3 solution must be within 30% of the mean Each unlabeled PCOD/PCDF standard in the For the beginning calibration each unlabeled PCDDYPCDY standard
RRF established during an initial calibration. ; 83 solution must be within + 20% of the mean in the CC3 soluion must be within + 20% of the mean RRF
i f H (é/ RRF established during an initial calibration and established during an initiat calibration and each labeled
‘W- - %’z ﬂﬁw 'S 5{?' é’ i each labeled PCDD/PCDF standard in the CS3 PCDDY/PCDF standard in the CC3 solution must be within 1 30% of

solution must be within ¢ 35% of the mean RRF the mean RRF established during an initial calibration.

established during an initial cahbmation. :
For the ending calibration each unlabeled PCDDYPCDY standard in
the CC3 solution must be within + 25% of the mean RRF established
during an initial calibration and each labeled PCDD/PCDF standard
i the CC3 selution must be within + 35% of the mean RRF
established during an initial calibration.

Other Method/Technical Specification criteria: Comments:

Validator:__ )z;%/éﬂ/ _ . . Pate: H'/’i//‘(;la'%

/
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Region 1

Data Review Worksheets
VI. COLUMN PERFORMANCE RESOLUTION CHECK (Methods 1613B & 3290A)

Date: 1D:

Was the chromatographjc.resolution of the TCDD/TCDF isomers and the in the CC3 or CS3 solution for DB-5

columns calculated for each 12 hour period? :

(c
rolelie 17:3) - 19%
,gfﬂp 13:26 - 2%

vvaley _ 2% Tcop/ y1Y tepp. '

% Valley -TCDF/ -TCDF_ - ;J:Cftf (QC Limit 25%)
qie[to ~1%x7— 19% (Sgveic @&7
| sept-o kv ]
N

o i :

% Valley -TCDDY. -TCDD . ,ﬁp u;/Q_ Limit < 25%5) /o
__ 9/ %741/_57)

% Valley -TCDEF/ “TCDF : (QC Limit < 25%)
Cet(~ '
| . -
ro%#a_. -(VhE r=in’

A, If the GC resolution criteria do not meet specifications, the positive hits will be qualified as "I". All tetras and

ACTIONS:
hexas (for both dioxin and furans) will be qualified. - The heptas are not believed to be affected. OCDD and
OCDF are not affected as there is only one isomer in each group. No action is taken for non-detects.

B. The criteria for chromatographic resolution must be met for all standards and the reviewer must use professional

judgement on the severity of the problem and its effect on the final results.

—

Validator: 7{"/ ;.7/ - | | pace:___ ! / ﬁ Ly

01/03
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Data Review Worksheets - Continued

VHb. BLANKS ANALYSIS ' - [0 %05

il

/i

Type of Date Blank . Compound - | Max Conc. | Action Levet Samples Affected -~ Action
Blank Sample/Qriginaied {units) {units)

29 Jegp - | 0. A2 o> rlv/ts s 2 Akan -4&/)
1330 -fe PP |poissH 0,08 .
(237F-Fecpp . |o.c%07H @.iSY
23¢10-Ve COF - 0020 g.lo5
2362 e COF © |oopis | 0.1°F
1230 -Hp F ~ | p.oL6sHt §,%03
123902 7-Hyp ol = |o. il | 9,930
Scop - | Ly [%5 _
PEQF O-3ly# Al W

Mp | & gfisho ggyy.my - 9.05%3| 9.292 [ Syl floortny wts W59 LY V1722
. p— y 4 ’
l
/

T3t /’é'“oéjw rerv (S v Y V?gvff . 14&::;:__6'
\efentlts ogpe fo b ol abeve Al indiidpl eorpelbr b

b pamgl)| repifty _
ACTIONS: ! : %PAPC

A.  Blank action levels are calculated as ten times the highest concentration of the contaminant determined in any blank for common contaminants {OCDD/OCDF and Total Homologues} and five times the

highest concentration for ali other analytes,
B The positive sample results that are less than the action level are reported as non-detects “UJ" at the reported concentration on the Data Summary Table.
If no blank is run with a particular matrix, the non-detected resuits should be accepted without qualifying the data and the positive hits should be flagged "J*.  If all samples have the same hits with similar
concentrations and no biank is run, professional judgment should be used to determine if all results shoutd be rejected "R".
D. If positive results are detected in aqueous equipment (Rinsate} blanks and the associated non-aqueous samples, then the validator should flag (EB) those detected compounds in the associated

non-aqueous samples to indicate an indeterminate amount of sampling error has potentially affected the sample results;

Validator: ﬁ/"&v/‘ \ | Date: !!t ?Z za

0103
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Region I
Data Review Worksheet

VIII. MATRIX SPIKE/MATRIX SPIKE DUPLICATE

Method/Technical Specification Reference:

Limits: % Recovery: RPD: : Default Limits: % Recovery (50-150%), RPD (50%)

List all MS/MSD analytes that are outside QC acceptance criteria.

Compound M5% | MSD % RPD Method QC Limits Concentration %R3D Agtion
Rec Rec % Rec - RPD Unspiked MS MSD
Sample
2378-TCDD
12378-PeCDD

123478-HxCDD

123678-HxCDD

123789-HxCDD

1234678-HpCDD

OCDD

2378-TCDF

12378-BeCDF

23478-PeCDF

123478 HxCDF

123678-HxCDF

234678-HxCDY

123789-HxCDE

1234678-HpCDF

1234789-HpCDF

OCDF

ACTIONS:

If recoveries are beyond Method/Technical Specification or 50-150%, recheck all calculations. See Standard Operating Procedures
for Dioxin//Furan Data Validation, January 2003 for specific guidance to flag data.

If RPDs are beyond Method/Technical Specification or 50%, recheck all calculations. See Standard Operating Procedures for

Dioxin//Furan Data Validation, January 2003 for specific guidance to flag data.

Validator: fl//d‘/-;/ Date: ll"/ }5/ /0

+—

01/03



Region |

Data Review Worksheet

IX. LABORATORY CONTROL SAMPLE

Method/Technical Specification Reference: ﬂ(d“ﬂ zz _)/

Limits: % Recovery: 7‘% 'é

List all LCS analytes that are outside QC acceptance criteria. VL C j- f/ ( /0 Ct.{}/{/‘ ;.__ Cfﬁ)

weo___ /M

C.’/l/o Z’CW )

Default Limits: % Recovery {(50-150%), RPD (50%)

Compound LCS % Rec Method QU Limits DLMQ2.2 Action Affected Samples

" Limits

% Rec %Rec

2378-TCDD 67-158
12378-PeCDD 70-142
123478-HxCDD 70-164
123678-HxCDD_- 76-134
123789-HxCDD 64-162
1234678-HpCDD 70-140
OCDD 78-144
2378-TCDF © 75-158
12378-PeCDF 80-134
23478-PeCDF 68-160
123478-HxCDF 72-134
123678-HxCDF 84-130
234678-HxCDF 70-156
123789-HxCDF 78-130
1234678-HpCDF 82-132
1234789-HpCDF 78-138
OCDF 63-170

ACTIONS:

If recoveries or RPDs are beyond Method/Technical Specification or default criteria, recheck all calculations. See Standard Operating -

Procedures for Dioxin//Furan Data Validation, October 2010 for specific gnidance to flag data.

Validator:

Date: {Q/Mﬁ

DRAFT 10/10
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Region I

Data Review Wérksheets . y ' - \
X. LABOMRY ANJ) PUPLICATES /
Method/T cchmca/Speclﬁca sn-Réference: £ //é' /y E' 67 @ s Generle / "m»r 4// 4 */ M&/’?
Limits RPD: Joi/ = S04, Befait _Lm'nts RPD (50%)
Was a duplicate run for each matrix? - ' : Yes /& Ne [ ]
. Y
The RPD of each analyte detected must be within the Methed/Technical Sseclﬁcanon or 30% of the acceptance range for aquecus or 50% for
solids. (Bt sest) ( 3;’ 2L
SAMPLE ID 47 DUPLICATE ID;
Bris (vefut)
Compound Sample Sample EDL 1 Duplxcate Prplicate EDL | %RPD Action
ong. : Cone. :
EDL 2xEDL A EDL | 2xEDL
A } 7

2378-TCDD - m

12378-PeCDD - o

123478-HxCDD

123678-HxCDD

123789-HxCDD_~ 3-"1/_ | : 7 5‘ 3 o “t%2 a?}

1234678-pcoD | 3T 2. 79.2_ | v 74 7
oCnn S 3 )0 . /A ?;? 1735 J/
2378-T¢DF | |
12378-PeCODF

23478-PeCDF ' N -

123478-HxCDF

123678-HxCDF

234678-HxCDF

123789-HxCDF

1234678-HpCDF : _
i2347s0mpcDF | 3/ 8517 "51,5/ ok 99’
ocor - | 3L/ N3 BN

ACTIONS:
If RPD is greater than Method/Technical Specification or 30% for aqueoué. or 50% for solids, flag all positive results "I and
non-detects "UJT" in the fleld duplicate samples. Recheck all calculations if the duplicate precision is beyond the specified

range, Professional judgment should be used to ascertain effect on the final data despite sample concentration.

Validator: '%/—7/ _ _ | o . : | Date: fO/ MO

01/03




%

SDG:

D24240
Analyte

TCDD

PeCDD
123478-HxCDD
123678-HxCDD
123789HxCDD.
HpCDD

QCDD

TCDF
12378PeCDF
23478PeCDF
123478-HxCDF
123678-HxCDF
234678-HxCDF
123789HxCDF
1234678HpCDF

_ 1234789HpCDF

OCDF

D24254

ngmg :;gf

24257
ng/kg
46.2
2.45
2.99
410
7.53
79.2
694

4.16
ND
2.38
3.86
3.54
3.59
1.70
20.6
5.77
77.3

%
RPD
-24.0
-29.5
-35.0
-31.6
-63.3
-67.6
- -73.8

-21.6
#VALUE!
-38.0
-30.1
-35.2
-40.5

-4.2

-40.9
-51.4
-85.2

Ao



Region I
Data Review Worksheets _ :
XI. LABELED COMPOUNDS AND CLEANUP STANDARD (16135}  Thepactk S onsprars g al fectnf bj} X la Camf sl
. ; belof Wkég e)
Culept For [233EY-HXCOD and OCHE . 11538G-Hy (0D 15y . /

Recovery Acceptce Criterarper Methed +613B-46-135%) botln P 122498~ e Con
| __ o @am_:ocog :‘f arf Car 133AE -4e (oD, anl OCOF is of.

~ Recovery Accéptance Criteria per Technical Specification: p LpOA 2~ _ ,
Sample Nos. . ) ﬂ?,(.{%l{, . ' | ) : Zé‘"/}“/é i ,ﬂ}‘/}‘/'? ]

/ Gt ot -
s RT Ion QC Action | %Rec. | S/N RT 5| QC. | Action | %Rec.-| SN RT C _ka& QC Action

Ratio Limits . Lirmnits Lirmits

Internal Standard <@

3C,3-2378-TCDD

C\y-12378-PeCDD

1C4,-123478-HxCDD

5C0,-123678-HXCDD

uc,-ua;%eeéﬂﬁ

PCrp-1234678- HpCDD

BCy-0CDD

0700 PEH /1] - o305 14 ur

I3C12—2378—TCDF

C(;-12378-PeCDF.

BC12-23478-PeCDF

(C13-123478-HxCDF

02,;-123678-HxCDF

17C,,-234678-HxCDF

80,,-123789-HxCDF

Ab/7 _ - A TUT

| | 2737 -
1C,,-1234789-HpCDF L4 7] . T,‘/f

Qeizmron A ) oﬁmwy Pryndody Uked Horg rompl gt L Mo acton falew Koy siglh
ij & 7 ? WW N e 2’

Validator; ‘MM/ : | - . Date: l d / ?74//9

Y -1234678-HpCDF

. 01/03



Region 1

Data Review Worksheets _
XI1. LABELED COMPOUNDS AND CLEANUP STANDARD (lﬁ-ﬂ’ﬁ)

ey Acceptance Criteria pe

Recovery Acceptance Criteria per Technical Specification: Plporr—

Sample Nos.

Internal Standard

Nad Wi

-% Rex. SN

RT

Rati

QC
Limits

Action

% Rec.

S/N

RT

Ion Ratio

QC.

Limits

Action

% Rec. -

SN

RT Ion Ratio QC .
Limits

Action

13(1,-2378-TCDD

Cy3-12378-PeCDD

C,5-123478-HxCDD

3¢,,-123678-HXCDD

N e123789 u..r_‘nglﬁ

3C,-1234678-HpCDD

NC1-QCDD

C,:-2378-TCDF

I .%/ 85057

13¢,,-12378-PeCDF

B1:-23478-PeCDF

1¢,,-123478-HxCDF

B¢ ,-123678-HxCDF

U¢ ,-234678-HxCDF

C42-123789-HxCDF

C,,-1234678-HpCDF

"*C12-1234789-HpCDF

Y01,:2378-TCDD

Validator: 72/
— 7

Da.te:': 7’/&)?@

01/03



Region 1

Data Review Worksheet

p(_M 02{2‘

X11. Sample Analysis and Identification {QEEMOT.2)

List any sample and analytes which did not meet identification criteria:

SAMPLE Nos.

D2y 2/

747570

NATIVE ANALYTES

RT

SN | ton Rl

QC Limits

SN Ton Ratio

QC Limits

RT

SN

Ion Ratio

QC Limits

RT

SN | IonRatio | QC Limits'

2378-TCDD

RT

12378-PeCDD

123478-HxCDD

0.97% -

roS2lit}

123678-HxCDD

]

123789-HxCDD

1234678-HpCDD

OCDD

2378-TCDF

12378-PeCDF

23478-PeCDF

77

123478-HxCDF

(

134428

)

123678-HxCDF

234678-HxCDF

123789-HxCDF

0.37%

1234678-HpCDF

bfm

%0 b

(R0

2709

(E*V4

Y

1234789-HpCDF

QCDF

Validator: M’f"’/

¥ Jou flafte drflier) ane Flogged oy K )37.6-%7& Jomrvtvy et

Date: _{ Of/ ){// d

01/03



Region 1
Data Review Worksheets

XL  SAMPLE QUANTITATION (DFLM01.2)

1. Do all soil/sediment samples have % solids greater than 3:0%? ' : @r No

2. Did the laboratory increase sample weight to compensate for % solids? Y o

if no, ist sample numbers: S )%:ﬂ‘w Jnf wif // Fo Ml .PM( "/0:“. )

Al 750/

&Wg/- ""W rc/ v lfg

é_A C’”\WM L) rerufts # Pry vt ‘@/V@ﬂ
Faatidgl)

1z°

by (A1.+ A ) x D
X X

Concentration {(ng/g)

{(w V)

X (Aisl + Aisz) X RRF_

2.5 x @, x (Hp+ Hz) x D
EDL = =
' {(w V) x (Hisl + Hi52 x RRF
. Q;s X (Aa + A2} -x D
EMPC
{(w V) x (Aisi + A2 X RRF
where:
s = Quantity {ng} of appropriate internal standard added to sample before extraction.
ALAz =  Inteprated areas of the two quantitation ions.
AASL = Integrated areas of the internai standard quantitation ions
W =  Weight (g) of sample extracted.
v = Volume (L) of sample extracted.
% = Calculated relative response factor from the continuing calibration.
H'+H? =  Peak heights of the noise for the quantitation ions..
H,'+ H- 2 = Peak heights of the internal standard quantitation ions.
D Dilution.

Validator: \q/ /

Date: ] o{éz Z@g

01403



XIII Sample Quantitation

It was determined that the laboratory originally reported the sample results on a wet weight basis.
The validator converted the original wet weight results to dry weight using the % solids factors
(as directed by EPA). The laboratory subsequently submitted dry weight results reports. The
laboratory had to reprocess all the original raw chromatographic data for the samples in order to
include the % solids values in the calculations. The necessary manual integrations performed
during the reprocessing were not identical to those which had been performed when the data was
initially processed. This resulted in numerous small discrepancies between some of the dry
weight values calculated by the validator from the original results and those reported by the
Taboratory after reprocessing. The original laboratory results which were converted by the
validator to dry weight are the ones reported on the Data Summary Table. These results
represent the original laboratory data upon which the data validation was performed. The
laboratory did not submit any data package for the reprocessed data. Only revised final results
forms were submitted. The Data Summary Table represents the validated dry weight results for
the laboratory data originally submitted. No changes to the Data Summary Table submitted on
11/9/10 were needed. '

Py (refty



Region 1
Data Review Worksheet

XIVa,  SENSITIVITY CHECK (Method Detection Limit Study) ' A/ ¢ /4

List all compounds and internal standards that are outside the MDL criteria.

L Has an appropriate MDL study been submitted with seven replicates for each compound and matrix of interest? Y N
. Date of Preparation/Analysis: Within 1 year? . Y N
. Instrument L.D.: Same as samples? Y N
. Column L.D.: Same as samples? Y N
Matrix Compound MI3. =EDI. Method QC Limits < 80% or >120% RSD = 20% Samples Affected Action
PN
1f an MDL study has not been submitted, use only the LFB results to evaluate data. ('F 5
(Laboratory Fertified Blank) - List LFB compounds, surrogates and internal standards that are outside criteria. // 4
L] Has an appropniate and complete LFB been submitted at the proper frequency? Y N
L Does it contain all target compounds at the method-required QLs? Y N
. Was the LFB spiked with a standard from a source (vendor) independent of the calibration standard? Y N
Matrix Compound Method QC limits < 60% or = 140%, other: 15 % Rec. and/er RT Criteria Samples Affected Action

Validator: M‘ﬂ/

[ | /

Date: fd’/}{://’

01/03



Region 1
Data Review Worksheet

XIVb. SENSITIVITY CHECK (Mecthod Detection Limit Study)
List CCl @vmpounds, intemnal, clean-up, and recovery standards that are outside criteria.

Has an appropriate and complete CC1 or CS1 been submitted at the proper frequency?

Does it contain all target compounds at the method-required QLs?

Does the retention of the compounds, internal, clean-up, and recovery standards meet criteria?
Does the ion abundance ratios and S/N meet criteria?

CClor C81 112 Compound RT lon Ratie SN

Samples Affected

Action

Comments:

Validator: M ﬁ‘-‘/
| /

Dat.e: / ?/)%

ZZZZ

01/03



Region I s
Data Review Worksheet '
XV, 2378-TCDD TOXICITY EQUIVALENTS (TE)
All TE values are calculated by the ESAT data validator using the validated data evaluated in these worksheets. The TE calculations
include the positive results, estimated values, and reported EMPC values. The TE calculations do not include EDL values. The TEF
values used are published in "The 2005 World Heaith Organization Re-evaluation of Human and Mammalian Toxic Equivalency
Factors for Dioxins and Dioxin-like Compounds”, Society of Texicology, July 7, 2006,
Did the laboratory calculated TE values match the calculated TE values calculated by the validator? Yes o
H no, comment below: A ; : ]

“Lab Softrorc problesp o} able to-<oleslete Bra] €5 . 41/ H/

; .
TE) rygeid ap O0ny . [l vied/ |71 TEF factr); we 4%
Keprivy, 205 TR

XVL. REQUIRED SAMPLE RERUNS AND SECOND COLUMN CONFIRMATIO,
1.  Were all samples and/or QC reanalyzed as required or did not require re-analysis. {” Yeget No

If no, list samples and action:

1. Were all samples (analyzed on DB-5 column or equiv.) containing 2,3,7,8-TCDF at or above the CRQL, or
" reported as an EMPC at or above the CRQL, analyzed on a confirmatery column (DB-225 or equiv.)?
NOTE: The confirmatory analysis is not required when the initial analysis column meets isomer specificity
requirements for both 2,3,7,8-TCDD and 2,3,7,8-TCDF. :

@Sér No

If no, list samples and action:

XVIL. SYSTEM PERFORMANCE
Were any trends or other overall system performance issues noted?

If ves, comment below:

ot e [Pk et o g fope
= gatvtels coldnatbe Caleduges (ot 7 )

_ ;(/r/ﬂqz,m\») JIIVP] o quenfststien W[ﬁﬁ’m ‘ ﬁ'. —
L fusolty ropoctt sl Syen ST Tt

Ao e . ' Yes ot No

Validator: ﬂf%}/ Date: {( / 5 / /'ﬁ

DRAFT 10/10 - .-



SITE: Merino Park Site, Providence, RI

CASE NO.: 40414 S0G No.. 024240
PCDOs & PCDFs ' ~ Total Toxic Equivalency Worksheet {ngfkg)
Sémp!e Mo, D24240 D24241 024242 024243 024244 DB24245 D24248 D24247 024248
SOOI SOIL 30IL BOIL SO - SOIL SOIL SOIL . SO
Chemical 2378-TCODD _ Cong, Cong. Cone. Cone. Conc, Cone. Cong. Cone. . Cone.
Name Equiv. Factr (1) fng/kgh {ngfka} {nofkg} {ngfkg} fngfkg) {ngrkg) {ng/ka) {ng/kg} {ngfkg)
2,3,7.8-TCDD 1.0 335 135 58.7 222 314 179 163 351 . 114
2,3,7.8-TCDF 0.1 2.69 . 7.02 14.7 10.8 11.2 0.8 7.05 3.02 : 4.48
1,2,3,7,8-PeCDF 0.03 2.82 ¢l 1] g 0 4] 0 0. 0
1,2,3,7.8-PeCDD 1.0 385 . 1.38 4.11 4.31 3.61 2.04 1.77 0.830 1.24
2,3.4,7 8-PeCDF 0.3 4.03 2.40 . 5.18 478 3.53 2.44 3.05 1.38 1.69
1.2,3,4.7 8-HxCDF [eN] 5.53 5.49 16.3 10.7 7.31 7.88 10.3 2.84 3.88
1,2,3.8,7.8-HxCEBF 0.1 5.03 373 11.3 6.22 8,61 4,78 4.40 1.80 2.28
1,2,3.4,7,8-HxCBD 0.1 4.84 1.85 5.58 311 3.50 2.12 1.88 1.17 1.62
1,2,3,6,7,8-HxCBD 0.1 4.50 3.64 8.8 713 8.44 .32 476 206 . 347
1,2,3,7,8,8-HxCDD 0.1 6.93 4.70 i7.2 12.7 9.50 5.90 5.1 3.33 4143
2.3,4,6,7,8-HxCDF 0.1 4.91 4.46 121 10.3 7.81 5.63 357 212 2.94
1.2,3,7.8,9-HxCDF o8] 3.52 0.460 1.88 7.03 2.58 1.80 1.18 0.588 0721
1.2,3,46,7.8-HpCDF 0.01 187 26.4 121 44 4 67.7 51.1 36.2 14.8 26.8
1,2,3,4,6,7,8-HpCDOD 0.01 510 67.1 434 17 183 148 97.4 385 85.1
1,2,3,4,7,8,9-HpCOF 0.01 5.02 2.68 9.13 7.23 6.18 3.56 2.79 188 1.98
oCcDD - 0.0003 364 526 4418 888 1320 1180 697 2 658
OCDF 0.0003 33.4 41.0 220 86.3 121 855 539 247 53.1
Totat Toxic Equivalent 43.338 140.95 81973 . 236.290 32754 188.27 170.96° 38.647 1159:93
t6 2378-TCOD (1) T R o : :
{1} T-fie Toxic Equivalent concentrations are calculated with the Toxicity Equivalency Factors (TEFs) found in "The 2005 Worid Health Organization Re-evaluation of Human and
Mammalian Toxic Equivalency Factors for Dioxins and Cioxin-like Compounds, Society of Toxicology, July 7, 2008
0 = MO {Mot Delected)
R = Rejected Page 1of 2



SITE: Mering Park Site, Providence, RI

CASE NO.: 40414 SDG No.: 024240
PCDDs & PCOFs : Total Toxic Equivalency Worksheel (ngrkg)
Sample No. ' 024249 024250 D24251 D24252 024253 024254 024255 024256 024257
SO ' SOIL SOIL SOIL SOIL SOIL SOl SOIL SOIL
Chemical 2378-TCDD Conc. Conc. Cane. Conc. Cone. Conc., Conc, Cong, Canc.
Name Equiv. Factr. {1} (ngfkg) {ngfka} {ngfkg} (ngikg} {natkg) {ngtkg) {ngfkg) {ngfkg) {ngfkg}
2,37.8-TCOD 1.0 54.7 380 1.28 2863 13.7 44.5 332 - 1241 542
2,3,7.8-TCOF [ 5.08 445 3.09 . 763 1.96 4.12 2.83 432 488
1.2,3.7,8-PaCOF 0.03 4] a 0 0 0 £ 0 0 0
1.2.3,7,8-PeCODD 10 1.0 G 0.530 2.5¢ 0.528 ) 224 i.28 8.18 2.88
2.3,4.7 8-PeCDF 0.3 265 207 1.54 2.09 6.901 1.8% .49 4.24 2.79
1,2,3.4,7. 8-HxCDF 0.1 4.93 4,16 313 6.2v 1.43 3.51 2.44 350 453
1.2,3,6,7 8-HxCOF 01 3.09 3489 1.96 6.14 1.00 3.05 1.73 44.g 4.15
1.2,3,4,7.8-HxCDD 0.1 1.68 218 0.666 3.51 0.613 2.58 1.40 26 3.54
1,2,3,8,7 8-HxCDD 0.1 2.59 399 1.26 .81 0.988 3.67 223 40.3 4.81°
1.2,3.7,8.9-HxCDD V%) 377 §.52 1.65 .10 2.18 4.81 3.38 452 8.84
2,3,4,67.8-HxCOF .4 2.98 4.02 2325 5.5 1.20 2.93 2.03 42.7 421
1,2,3,7.8,9-HxCDF [oX} 0.528 1.47 0.464 2.37 0.548 200 0.992 18.9 2.00
1,2,3,4,6,7,8-HpCDF 0.01 18.2 211 956 562 5.32 16.7 1.3 : 1008 242
1,2,3,4,6,7.8-HpCDD a.61 : 473 547 5.4 155 16.8 482 : 319 1460 930
1,2,3.4,7 8 5-HpCDF 0.01 1.41 4.44 1.31 4.00 1.08 4.19 2.59 68.0 877
QCcoD 0.6003 366 a7z 110 1160 177 394 260 11460 815
OCDF 0.60G3 266 330 12.3 162 11.9 : 383 209 3520 9067
Total Toxic Equivalent 50,503 /4_3.549 ) 4010 I2_f_3.543' 15.785 50.-9?31- 37185 76075 £3.143

]

to 2378-TCDD {1) ook e m e
{1) The Toxic Equivalent concentrations are caloulaled with the Taxicity Equivalency Factors (TEFs) found in "The 2005 World Health Organization Re-evalualion of Hurnan and
Mammalian Toxic Equivalency Factors for Dioxins and Dioxin-like Compounds, Society of Toxicology, July 7, 2006

0 = ND (Mot Detected)
R = Rejected Page 2 of 2
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PES PCG1411

Rev: 3

PES SCORING EVALUATION REPORT

‘Lab Name: AGAT Laboratories
Contract: EP10W001067

SDG Ne.: D24240

Lab File ID: 10C431463_DX_TS_I
Date Analyzed: 10/06/10
Conc. Extract Vol. (ul}:; 20.0

EPA Sample No.: D24258

Report Date:  10/14/2010

Case No.: 40414
Matrix: Soil
Date Received: 08/25/2010

Sample Wt./Vol. (g/mL}): 9.33 g

Injection Vol. (ul.): 1.0

Page 1 of 1

Lab Code: AGATAB
TO No.: EP-CALL-0002
~ Lab Sample ID: D24258
Date Extracted: 09/16/2010
Water Sample Prep.: NA
% Solids/Lipids: NA

GC Column; DB-5 ID {mm): 0.25 Dilution Factor: 1
Units: ng/Kg
Analysis Method: DLMO01.4
Scoring Method: DLMO1.4
Comments:
CAS No. Analyte Laboratory Results PES Evaluation
Concentration Q
1746-01-6 2378-TCDD 11.2 PASS | Within Limits
51207-31-9 || 2378-TCDF 3.03 PASS | Within Limits
57117-41-6 12378-PeCDF 1.75 J N.E. Not Evaluated
40321-76-4 12378-PeCDD | : 8.62 PASS | Within Limits
57117-31-A 5. - | 23478-PeCDF.- s im0 4.62 I - PASS3 . Within Limitsis]|-- i3 .
T0648-26-9 11123478-HxCDF - 223 J N.E. Not Evaluated
{57117-44-9 123678-HxCDF 1.89 ¥ N.E, Not Evaluated:
39227-28-6 123478-HxCDD ™ 6.78 PASS | Within Limits
57653-85-7 123678-HxCDD 12.2] PASS | Within Limits
19408-74- 3 123789-HxCDD 19.1 PASS | Within Limits’
) 60851-34-5 234678-HxCDF 9.91 PASS | Within Limits
72918-21-9 123789-HxCDF 13.7] . PASS | Within Limits
67562-39-4 1234678-HpCDF 12.6 PASS | Within Limits
35822-46-9 1234678-HpCDD 706 PASS | Within Limits
55673-89-7 1234789-HpCDF 3.35 J N.E. Not Evaluated
3268-87-9 QCDD . 175 FAIL Action High -
3%001-02-0 OCDF 20.4 N.E. Not Evaluated
41503-57-5 Total TCDD | 23.003 PASS | Waming High
36088-22-9 Total PeCDD 38.4965 FAIL Action High
34465-46-8 Total HxCDD 41.7901 PASS | Within Limits
37871-00-4 Total HpCDD 81.5238 PASS | Within Limits
53722.27-5 || Total TCDF 11.3374 FAIL Action High
30402-15-4° Total PeCDF 13,6408 PASS | . Waming High
55684-94-1 Total HxCDF 35.5231 PASS | Within Limits ©
38998-75-3 Total HpCDF 34.3868 FAIL Action High
ITIL END Main Analytes Tl aeET T kbR
[1 31 ] END A]lAna]yteS ‘*t*t***_** ERER EEEE FRFEEREREEE

Property of U.S, Environmental Protection Agency - Score PES v1.12a



PCO4 1)

AGAT Laborataries
2910 12“:&?!::;::5 Calgary SAMPLE No.
PCDD/PCDF SAMPLE DATA SUMMARY
HRGC/HRMS ) Dz‘fzsg
Lax Name: AGAT laboratcries Confract: ER10WOO1067
Lab Code: AGATAB Case No.: 40414
TO No.: EP-CALL-0D02 SDG No.: D24240
Sample whivol.: 8.33 gfml: ]
GC Column: DB-5 1D{mmy}: .25 .
Lab.Sample ID: (nz_@gg\s Lab.File {D: - 10C4314§3_DX__TS;_RE
Matrix(SoilWalerrAsh/Tissue): Water Date Received: Q8/25/2010
Waler Sample Prep(SEPF/SPE): Date Extracted: 09416/2010
Cancentralion Units{pgiL or ng!kg):f\'r;g’f% Date Analysed: 06-Oct-10
Injection Volume () T %Solids/Lipids:
Concentrated Extract Volume(uh: 20.00 Dilution Factor: 1
Target Analytes ISeIe:ted lens| Peak RT fon Ratie Ratio Flag' Conc Q EMPC EDL
2378-TCDD 3201322 26,85 0.74B 11.2
2378-TCDF 3041306 26.27 0.732 3.03
12378-PeCDF 340342 30.00 1.43 175 J
12378-PeCOD 356358 31.10 1.55 8.62
23478-PeCDF 3401342 30.73 1.45 4,62 J
123478-HxCOF 3741376 33.88 1.18 2,23 J
123678-HxCDF A744376 34,01 1.24 1.B8 J
123478-HxCDOD 390392 3474 1.25 6.78
123678-HxCDD 3901392 34.83 1.23 12,2
123789-HxCDD 3901392 3520 1.28 19.1
234678-HxCDF 3741378 34.81 1.14 5.1
123789-HxCDF 3741376 35.49 1.12 13.7
1234678-HpCDF 408/41D 37.43 0,578 12.6
1234678-HpCDBD 424426 38.71 1.03 70.6
1234789-HplDF 40B/410 38.30 1.11 3.35 - J
[a]e{n]n] 458/460 43.38 0.857 175
QCDF 4421444 43.60 9.771 20.4

weight hasis wilth % Lipids).

Maote: Concenlrations, Eslimated Maximum Possible Concenlrations {EMPCs), and Eslimiated Detecl
pasis {excepl lissues, which are reported on a wet

ion Levels (EDLs) far solid samples are calculated on a dry weight

Labeled Compounds  |Selected lons| Peak RT lon Ratio | Ratio Flag® | Ratio Limits % Rec Rec Flag® |% Rec Limits
13C-2378-TCDD 332/334 26.88 0.774 0.65 - 0.89 61.8 25 -164
130-12378-PeCDD 36870 .07 1.58 1.32-1.78 58.2 25 - 181
13C-123478.HxCDD 402/404 34,73 1.26 1.05-1.42 78.6 3z-141
13C-123678-HxCDD 402/404 34,82 1.27 1.058+1.42 71.4 28-130
13C-1234678-HpCOD 4367438 A8.70 1.06 0.88-1.20 53.0 23140
13C.0CDD 470/472 43,36 0.875 0.76 -1.02 24.3 17 - 157
13C-2a78-TCDF 316/318 26,25 0.774 0.656-0.89 56.8 24 - 169
13C-12378-PeCDF 352/354 . 2998 1.57 1.32-178 48.7 24 - 185
13C-23478-PaCDF 3521354 30.71 1.56 1,32-1.78 C49.7 21-178B
13C-123478-HXCDF 3B4/386 33.88 0,497 0.43-0.38 £6.5 26 -152
43C-123678-HxCDF B4/386 34.00 0.504 0.43 -0.59 67.3 26-123
13C-234578-HxCOF 3841386 34,58 0.508 0.43 - 0.59 59,7 28 - 136
13C-122788-HxCDF 384/3B8 35.48 0.505 0.43 - 0.59 66.56 120 - 147
130-1234678-HpCDF 418/420 rdi 0.421 0.7 - 0.51 44 8 28-143
13C-1234789-HpCOF 418/420 39.28 0.406 0.37 - 0.51 40.7 26-138

Labeled Compounds Salected lons| Paak RT lon Ratio Ratio Flag" Ratie Limits % Rec Rec Flag# % Res Limits

[#) Cotumn to be used to Nag values outside QC limits.

33



PC Orvl]-

20F - FORM Il HR CDD EPA Sample No,
CDDYCDF TOTAL HOMOLOGUE CONCENTRAT!ON SUMMARY D24258 -
HIGH RESOLUTION

Lab Name: AGAT Laboratones : Contract No EP10W001067
Lab Code AGATAB Case Number 40414 TO Number SDG Mo, D24240
Matrix(soilwatei/ashitissuefoil): Soil . Las Sample ID 1865064A
Sample wiivol: 9.33 gimL Lk File 1D 10C123456_TS
Water Sample Prep: SEPF/SPE Date Received 08/25/2010
Concentrated Exiract Volume: 20 uL Date Exracted 06/16/2010
Injection Volume: 14l % solidsfipids Date Analyzed 1045110
GC Column: DB-5 [n] 0.25 {mm) Dilution Factor 1.0
Concentration Units pg/L or ng/Kg:  ng/kg
Homglogue Peaks Concentration Q | EMPC/EDL
Dioxins :
Total TCOD 10 23.003
Total PeCDD & 38,4965
Total HXCDD &) 41.7801
Total HpCDD 2 : 81.5238 .
Furans
Total TCDF 20 11.3374
Total PeCDF 1 13.6408
Total HXCDF 10 35.5231
Total HpCDF 4 34.3868

Concentrations, Eétimated Maximum Passible Concentrations {EMPCs), and Estimated Detection Limits (EDLs) for solid samples are

calculated on a dry weight basis (except tissues, which are reported on a wet weight basis with % Lipids). The total homolegue
. conhcentrations de not affect the TEF (toxw.:lty Equivalence Factor) calculations.

FORM Il HR COD

594



PES PC02263

PES SCORING EVALUATION REPORT

Rev: 3

EPA Sample No.: D24259

Report Date:

10/21/2010 Page | of |

Lab Name: AGAT Laboralories Lab Code: AGATADB
Contract; EPLOWO001067 Case No.: 40414 TO No.: EP-CALL-0002
S0G No.: D24240 Matrix: Soil ) Lab Sample 1D: D24259
Lab File ID: 10C431462 DX_US_| Date Received: 08/25/2010 Date Extracted: 09/16/2010
Date Analyeed: 1{/06/10 Sample Wi./Vol. (g/mL) 948 ¢ Water Sample Prep.: NA
Come. Extract Vol. (ul): 20.0 Injection Vol. (uL): 1.0 % Solids/Lipids: NA

GC Column: DB-5 1D (mm}: 0.25 Dilution Faclor: |

Units: ng/Kg .
Analysis Mcthod: DI.MO1.4
Scoring Method: DLMO] .4
. Comments:
CAS No.. Analyte Luaboratory Results PES Evaluation
Concentration 4]

1746-01-6 2378-TCDD 5.631. FAIL Action High
51207-31-9 2378-TCDF 2.62 FAIL Action High
57117-41-6 12378-PeCDF 0 U PASS Within Limits
40321-76-4 12378-PcCDD) 297 ] PASS | Within Limits
57117-31-4 23478-PeCDF 2.21 ] PASS Within Limits
F0648-26-9 123478-HxCDF 4,03 1 PASS | Within Limits
37117-44-9 123678-HxCDF 4,05 1 PASS Within Limits
39227-28-6 123478-HxCDD 3.60 ] PASS Within Limits
57653-85-7 123678-HxCDD 472 1 PASS Within Limits
19408-74- 3 123789-HxCDD 6.76 FAIL Action High
60851-34-5 234678-HxCDF 3.89 J PASS Within Limits
72918-21-9 123789-HxCDF 281 PASS Within Limits
67562-39-4 1234678-HpCDF 47.0 FAIL Action High
35822-46-9 1234678-HpCDD 746 FAIL Action High
55673-89-1 1234789-{ipCDF 6.80 FAIL - Action High
3268-87-9 ochD 515 FAIL Action High
39001-02-0 OCDF 127 FAIL Action High
41903-57-5 Total TCDD 16,9621 N.E. Not Evaluated
36088-22-9 Total PeCDD 7.0023 N.E. Nol Evaluated
34465-46-8 Total HxCDD 26.3296 N.E. Not Evaluated
37871-00-4 Total HpCDD 122.2884 N.E. Not Evaluated
55722-27-5 Total TCDF 13.6857 N.E. Nol Evaluated
30402-15-4 Total PeCDF 32.0633 N.E. Not Evaluated
55684-94-1 Total HxCDJ 115.2392 N.E. Not Evaluated
38958-75-3 Total HpCDF 1291214 N.E. Not Evaluated
ok END Mai“ Anﬂ]ytes XL E ] EE R k¥ FEEEE AR EE
¥ty END All Analylcs EI XS LT L L XX L] *EkE [E2 LR AL L L)

Property of U.S. Environmental Prolection Agency - Score PES vi.12a

e



AGAT Laborataries

PC 023 ¢3

2910 ”‘if;é:f Calgary SAMPLE No.
PCDD/PCDF SAMPLE DATA SUMMARY -
HRGC/HRMS D 2"""5 9
Al
Lab Name: AGAT taboraleries Contract: EP10W001067
Lab Code: AGATAB Case No.: 40414
TC No.: EP-CALL-0002 SD6G No.: D24240
Sarnple wlivol: 9.48 g/mi. g
GC Column; BB-5 IB{mm: 0.25 .
Lab.Sample ID: D24259 Lab Fite ID: 18{431462_DX_YS_RE
Matrix(SoiliWater/AshiTissug): Waler Date Received: 08/25/2010
Water Sample Prep{SEPFISPE): Date Extracted: Q91652010
Concentration Units(pa/L or ngikg).  ngikg Date Analysed: 06-0Oct-10
injection Valume{ul): 1.00 %Solds/Lipids: )
Concentrated Extract Voluma{pl): 20.00 Dilution Factor: 1
Target Analytes ]3elected lons| Peak RT lont Ratio Ratio Flag' Canc o EMPC EDL
2378-TCDOD 3201322 26.89 0.741 5.63
2378-TCDF 3041306 26.27 0.670 2.62
12378-PaCDF 3404342 .00 a0 u 0.8352
12378-PeCDD 356/358 31,10 1.52 2.97 J
23478-PaCDF 3401342 36.73 1.43 221 J
123478-HxCOF 3741376 . 33.80 1.1 4.03 J
123678-HyCOF 3741376 34.02 115 4.05 J
123478-HxCDD . 3804392 34,75 1.24 3.60 J
i2367B-HxCDD 3904392 34.85 1.24 472 J
123789-HxCDD 330/392 a5.20 1.18 8.76
234678-HwCOF 374376 34,61 1.15 3.89 J
123782-HxCOF 3741376 35.50 1147 2.81
1234678-HpCDF 408/410 37.43 0.952 47.0
1234678-HpCOD 4241426 72 1.02 74.6
1234789-HplDF 4087418 39,30 0.385 &80
[a]inln} 4581460 43.38 0.857 515
CCDF 4427444 43.60 0.834 127

basis {except tissues, which are reparied on a wel weight basis wilh % Lipids),

Note: Concentrations, Eslimated Maximum Possible Concentralions [EMPCs), and Estimiated Detecti

ion Levels (EDLs) for solid samples are calculated on a dry weight

Labeled Compounds [Seiec¢ted lons| Peak RT len Ratie | Ratio Flag® | Ratia Limits % Rec Rec Flag® |% Rec Limits
13C-2378-TCDD 3327334 2688 0.782 0.65.0488 708 25 - 164
13C-12378-PeCDD 3681370 31.08 1.57 1.22-178 68.4 25 - 181
13C-123478-BxCDD 4021404 3474 1.27 1.05-143 82.4 32-141
13C-123678-HxCED 4020404 34.83 1.26 1.05-143 777 28-130
13C-1234678-HpCDD 436/438 38.70 5.04 0.88 -1.20 80.6 23 - 140
123C-0C0D0D 4704472 4336 0.206 0.76-102 358 17 - 157
13C-2378-TCDF 31613148 26.25 0.773 0.65 - 0.89 65.14 24 - 188
13C-12378-PeCDF 3521354 259.89 i.60 i.32-.178 58.9 24 - 185
13C-23478-PeCDF 3521354 an.72 i.55 1.32-178 £0.3 21 -178
13C-123478-HeCDF 384/388 33189 0.500 0.43 -0.59 649.7 26-152
©13C-123678-HxCDF ' 3841386 34.01 0.502 Q.43 -0.53 £80 26 -123
13C-234878-HxCDF 3841388 34,589 0512 043 -059 523 25136
130-123783-HxCDF 3g4/386 35.4% 0.508 (.43 -0.58 68.5 28 - 147
130123467 8-HplDF A418/420 37.42 0428 Q.37 -0.51 51.G 28 - 143
13C-1234788-HplDF 418/420 35,29 0427 .37 -0.51 494 26-132

Labeled Compounds _Setected lons] Peak RT lor: Ratio | matio FIag’ Ratlo Limits % Rec Rec Fiag# % Rec Limits

{#) Calumn to be used lo flag values oulside QT limits.
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2DF - FORM Il HR COD

PC 0263

EPA Sample No.

CDD/CDF TOTAL HOMCLOGUE CONCENTRATION SUMMARY D24259
HIGH RESOLUTION
" Lab Name: AGAT Laboratories Contract No EP10W001067
Lab Code AGATAB Case Number 40414 " TO Number SDG No. D24240
Matrix{soilfwater/ashftissue/oil). Seil Las Sample 1D 1965065A
Sample witvol: 9.48 gimL. Lab File 1D 10C123456_US
Water Sample Prep: SEPFISPE Date Received 08/25/2010
Concentrated Extract Volume: 20 pt ) Date Extracted 06/16/2010
injaction Volume: 1l % solidsfipids Drate Analyzed 10/5/10
GC Column: pB-5 | e ©0.25 (mm) Dilution Factor 1.0
Concentration Units pg/il or ngfKg:  ng/kg
Homelogue | Peaks i Concentration Q | EMPC/EDL
Dioxins
Total TCDD 13 16.8621
Total PeCDD 16 . 7.0023
Total HxCDD 7 26.3285
Tatal HCDD 2 122.2884
Furans
Total TCDF 23 13.68857
Total PeCDF 15 32.05833
Total HxCDF 12 115.2382
Total HpCDF 4 129.1214

Concentrations, Estimated Maximum Possible Cancentrations (EMPCs), and Estimated Detection Limits (EDLs) for solid samples are
caiculated on & dry weight basis (except tissues, which are reported on a wet weight basis with % Lipids). The total homologue
concentrations do not affect the TEF {toxicity Equivalence Factor) calculations.

FORM Il HR CDD

595



COMMUNICATIONS



Peary, Rob

From: stodola.steve@epamail.epa.gov

Sent: Wednesday, October 20, 2010 10:05 AM
To: Peary, Rob

Subject: Fw: Merino Park field dups?

see below for the answer

----- Forwarded by Steve Stodola/R1/USEPA/US on 18/20/2010 10:03 AM

From; Ted Bazenas/Rl/USEPA/US
To: Steve Stodola/R1/USEPA/US@EPA
Date: 16/20/2010 10:00 AM

Subject: Re: Fw: Merino Park

Samples 15 and 18 are field duplicates
Sent by EPA Wireless E-Mail Services. Mobile # 617-312-4710

~~~~~ QOriginal Message -

From: Steve Stodola

Sent: 10/20/2010 09:55 AM EDT

To: Ted Bazenas

Ce: Vicki Maynard

Subject: Re: Fw: Merino Park
Ted: We have to go by what the lab physically received and analyzed,
i.e. what was on the CoC. There aren't two samples identified as ss15 or ss18.
So please check with the samplers and see if they really tock field dups.
Thanks,
Steve

From:  Ted Bazenas/R1/USEPA/US
To: Steve Stodola/R1/USEPA/US@EPA
Date:  10/20/2010(08:59 AM

Subject: Re: Fw: Merino Park


mailto:stodola.steve@epamail.epa.gov

How about ss15 and s515 instead? Or pick any combination. .....
Sent by EPA Wireless E-Mail Services. Mobile # 617-312-4710

————— Original Message -----
From: Steve Stodola
Sent: 10/20/2010 08:22 AM EDT
To: Ted Bazenas
Ce: Vicki Maynard
Subject: Re: Fw: Merino Park
Ted: Do you mean $515 and 5518, since they both point to to same spot

on the map? Steve

From: Ted Ba%enas/Rl/USEPA/US

To: Steve Stodola/R1/USEPA/US@EPA
Cc: Vicki Maynard/R1/USEPA/US@EPA
Date: 10/20/2010 06:55 AM

. Subject: Re: Fw: Merino Park

ss18 and ss18 are field dups; no notes yet.

Ted Bazenas, On-Scene Coordinator,

U.S. EPA - Region 1
5 Post Office Square - Suite 100 {OSRR(2-2) Boston, MA 02109-3912

617-918-1230 - office
617-312-4710 - mebile phone

From:  Steve Stodola/R1/USEPA/US



To:  Ted Bazenas/R1/USEPA/US@EPA
Cc: Vicki Maynard/R1/USEPA/US@EPA
Date:  10/19/2010 04:06 PM

Subject: Re: Fw: Merino Park

Ted: Was there a field duplicate pair taken? Any field notes yet?
Thanks, Steve

From:  Ted Bazenas/R1/USEPA/US

To: Vicki Maynard/R1/USEPA/US@EPA
Cc: Steve Stodola/R1/USEPA/US@EPA
Date: _ 10/18/2010 11:17 AM |

Subject: Re: Fw: Merino Park

SAP is attached; no field notes yet..

jattachment "064§_SAP_Final_v52_C0m bined.pdf" deleted by Steve Stodola/R1/USEPA/US)
Ted Bazenas, On-Scene Coordinator,

L.S. EPA - Region 1

5 Post Office Square - Suite 100 (OSRR02-2} Boston, MA 02109-3912

617-918-1230 - office :
617-312-4710 - mebile phene

From:  Vicki Maynard/R1/USEPA/US
To: Ted Bazenas/R1/USEPA/US@EPA

Cc: Steve Stodola/R1/USEPA/US@EPA



Date:  10/18/201C 07:38 AM

Subject: Fw: Merinc Park

Hi Ted,

Would you send me a copy of the QAPP and field notes for the Merino event? Thanks, Vicki
————— Forwarded by Vicki Maynard/R1/USEPA/US on 10/18/2010 07:37 AM

A
From:  Steve Stodola/R1/USEPA/US

To:  Vicki Maynard/R1/USEPA/US@EPA
Date:  10/15/201002:41 PM

Subject: Merino Park

Vicki: | need to take Monday off for some family business. ESAT needs
the QAPP and field notes for the Merino Park BV report. '
Could you try to locate them?

Thanks,

Steve



Peary, Rob

From: Peary, Rob

Sent: Wednesday, October 20, 2010 4:02 PM

To: stodola.steve@epamail.epa.gov

Ce: Svetaka.Pat@epamail.epa.gov; Depierro Denise@epamail.epa.gov; Macri, Louis
Subject: Lab Info Request; Case:40414, SDG:D24240 - Merino Park

Hi Steve,
"Here is a lab request for the Mering Park, Dioxin/Furan data package.

Thanks, Rob

Paul Houle

AGAT Laboratories - Caigary, AB
403-735-2005

houle@

agatlabs.com

Paul;

‘During the data validation of the data package for Case:; 40414, SDG 024240 [Lab WO: 10C4314621 we noted the
following items that need to be resolved.

L

10.

The “PCDD/PCDF Sample Data Summary” forms and the “1-DFC-Form [-HR CDD-3, Second Column Confirmation”
forms do not contain the correct Lab. Sample ID. They all have the EPA Sample Number entered for the Lab.
Sample ID. Please submit any cerrected forms and additional data as necessary.

The “PCDD/PCDF Sample Data Summary” forms, “2DF-Form {l HR CDD, Total homelogues” forms, and the “1-
DFC-Form I-HR CDD-3, Second Column Confirmation” forms contain numerous incorrect dates for the "Date
Extracted” and the “Date Analyzed” for all samples. Please submit corrected forms and additional data as
necessary. ' _ -

The “2DF-Form || HR CDD, Total homologues” forms beginning with EPA Sample No. D24248 contain the
incorrect “Lab File ID”. Please submit any corrected forms and additional data as necessary.

The “SDFC-Form V-HR CDD-3, Analytical Sequence” form {page 603} lists the incorrect EPA Sample No. for lab
sample 1965065A. Please submit any corrected forms and additional data as necessary.

The “5DFC-Form V-HR COD-3, Analytical Sequence” forms {pages 602, 603} list numercus incorrect entries for
“Date Analyzed” for both standards and samples. Please submit any corrected forms and additional data as
necessary.

The “SDFC-Form V-HR CDD-3, Analytical Sequence” form (page 603} lists samples D2457, D2458, and D2458 as
being analyzed on 10/6/10. There is no Window Defining Mix or Continuing Caltbration Standard listed for the
beginning of the 12-hour sequence for these samples. Please submit any WDM and CCAL reports for these
samples and all associated raw data.

There are no ending CCAL Standards for the analytical sequences beginning 16/4/10, 1733 and 10/5/10,

1326. Please submit any available ending CCAL data for these sequences.

No “SDFA-Form V-HR CDD-1, WDM Summary”, “SDFB-Form V-HR CDD-2, Chromatographic Resolution
Summary”, “SDFC-Form V-HR CDD-3, Analytical Sequence” forms, or Tune data were submitted for the 9/15/10
initial calibration. Please submit the associated ICAL information. -

The “1DFB-Form 1-HR CDD-2, Toxicity Equivalence Summary” forms for all samples show a final Total-TEQ value
of “0.0”. Please submit the forms with the correct sum of the TEF-Adjusted Concentrations. (If possible, please
use the 2005 Toxicity Equivalency Factors instead of the 1989 TEFs.)

No supporting data were included for the DB-225 confirmation analyses results for 2378-TCDF. Please submit ali
QC and raw data including: tune data, chromatographic resolution, initial calibration, continuing calibrations,
quantitation reports, chromatograms, etc. for the confirmation analyses for all samples.

i


mailto:stodola.steve@epamail.epa.gov
mailto:Svetaka.Pat@epamail.epa.gov
mailto:Depierro.Denise@epamail.epa.gov
mailto:houle@agatlabs.com

Thanks for your help in resolving this item.
Steve Stodola, QA Chemist, Region |



Peary, Rob

From: stodolasteve@epamail.epa.gov

Sent: Friday, October 22, 2010 10:50 AM

To: houle@agatlabs.com .

Cc Clark.Christine@epamail.epa.gov; Maynard.Vicki@epamail.epa.gov
Subject: Request for Lab Information Case 40414 SDG D24240

Paul Houle

AGAT lLaboratories - Calgary, AB
403-735-2005

Paul:

Our QA Unit here in Region | is doing the data validation review for
Case: 40414, SDG: D24240 [Lab WO: 10C431462]. During the data validation of the data package, we noted the
following items that need to be resolved.

1. The “PCDD/PCDF Sample Data Summary” forms and the
“1-DFC-Form I-HR €CDD-3, Second Column Confirmation” forms do not
contain the correct Lab. Sampile ID. They all have the EPA Sample
Number entered for the Lab. Sample ID. Please submit any

corrected forms and additional data as necessary.

2.  The “PCDD/PCDF Sample Data Summary” forms, “2DF-Form Il HR
CDD, Total homologues” forms, and the “1-DFC-Form |-HR CDD-3,
Second Column Confirmation” forms contain numerous incorrect dates
for the “Date Extracted” and the “Date Analyzed” for all samples.
Please submit corrected forms and additional data as necessary.

3. The “2DF-Form Il HR CDD, Total homelogues” forms beginning
with EPA Sample No. D24248 contain the incorrect “Lab File 1D”.
Please submit any corrected forms and additional data as

necessary.

4. The “5DFC-Form V-HR CDD- 3, Analytical Sequence” form {page
603]) lists the incorrect EPA Sample No. for lab sample 1965065A.
Please submit any corrected forms and additional data as

necessary.

5. The “5DFC-Form V-HR CDD-3, Analytical Sequence” forms
(pages 602, 603} list numerous incorrect entries for “Date

Analyzed” for both standards and samples. Please submit any
corrected forms and additional data as necessary.

6. The “SDFC-Farm V-HR CDD-3, Analytical Sequence” form (page
603) lists samples D2457, D2458, and D2459 as being analyzed on
10/6/10. There is no Window Defining Mix or Continuing
Calibration Standard listed for the beginning of the 12-hour
sequence for these samples. Please submit any WDM and CCAL
reports for these samples and all associated raw data.

7.  There are no ending CCAL Standards for the analytical
sequences beginning 10/4/10, 1733 and 10/5/10, 1326. Please
submit any available ending CCAL data for these sequences.

1


mailto:stodola.steve@epamail.epa.gov
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8. No “5DFA-Form V-HR CDD-1, WDM Summary”, “5DFB-Form V-HR
CDD-2, Chromatographic Resolution Summary”, “SDFC-Form V-HR CDD-3,
‘Analytical Sequence” forms, or Tune data were submitted for the
9/15/10 initial calibration. Please submit the associated ICAL
information.

9. The “1DFB-Form I-HR CDD-2, Toxicity Equivalence Summary”
forms for all samples show a final Total-TEQ value of “0.0”.

Please submit the forms with the correct sum of the TEF-Adjusted
Concentrations. (If possible, please use the 2005 Toxicity

Equivalency Factors instead of the 1989 TEFs.)

10. No supporting data were included for the DB-225 confirmation
analyses results for 2378-TCDF. Please submit all QC and raw data.
including: tune data, chromatographic resolution, initial

calibration, continuing calibrations, quantitation reports,
chromatograms, etc. for the confirmation analyses for all samples.

Thanks for your help in resolving this item.

Steve Stodola, QA Chemist, Region |
617-918-8634



Peary, Rob

From: stodola steve@epamail.epa.gov
Sent: Monday, October 25, 2010 1:37 PM
To: Peary, Rob

Subject: Fw: Question on Case 40414; SDG D24240

Rob: 1think last week we were worried about the Merino data - wet or
dry weight. The lab says DRY weight. Is there any way to check form
the data they sent?

Steve

————— Forwarded by Steve Stoedola/R1/USEPA/US on 10/25/2010 01:34 PM

From:  "Paul Houle” <Houle@agatiabs.com>
To: Steve Stodola/R1/USEPA/US@EPA
Date:  10/25/2010 12:58 PM

Subject: RE: Question on Case 40414; SDG D24240-

‘Steve,
The samples were reported on a dry weight basis.

1 am in the middle of getting the other documents together for you.

Paul Houle B.S¢, P.Chem. :

Division Manager: Ultra-Trace, Toxicology and Specialty Analysis.
AGAT Laboratories

2910 12th St. NE.

Calgary, ABT2E 7P7

Office: 403-735-2552

Mass Spec. Lab: 403-735-2767

Cell: 587-433-2502

e-mail; houle@agatlabs.com

Web: www.hrms.agatlabs.com

-----Original Message-----
From: stodola.steve@epamail.epa.gov


mailto:stodola.steve@epamail.epa.gov
mailto:Houle@agatlabs.com
http://www.hrms.agatlabs.com
mailto:stodola.steve@epamail.epa.gov
http:houle(5)agatlabs.com

[mailto:stodola.steve@epamail.epa.gov]

Sent: Friday, October 22, 2010 10:40 AM

To: Paul Houle

Cc: Clark.Christine@epamail.epa.gov; Maynard.Vicki@epamail.epa.gov
Subject: Question on Case 40414; SDG D24240

Paul: One more quick question - were the results in this case reported
in wet or dry weight?

Thanks,

Steve Stodola, QA Chemist

US EPA, Region |


mailto:stodola.steve@epamail.epa.gov
mailto:Clark.Christine@epamail.epa.gov
mailto:Maynard.Vicki@epamail.epa.gov

Peary, Rob

From: Peary, Rob
" Sent: Wednesday, October 27, 2010 8:43 AM
To: stodola.steve@epamail epa.gov
Cc Svetaka.Pat@epamail.epa.gov; Depierro.Denise@epamail.epa.gov; Macri, Louis
Subject: Lab Info Request-2; Case:40414, SDG:D24240 - Merino Park
Hi Steve,

Here is an additional lab requést for the Merino Park dioxin SDG (TDF-2047). | included a request for a Iab electromc
deliverable of the sample results {(#8). | wasn't sure if you had asked for that or not.
Thanks, Rob

Paul Houle

AGAT Laboratories - Calgary, AB
40(3-735-2005
houle@agatlabs.com

Paul:

During the data validation of the data package for Case: 40414, SDG: D24240 [Lab WO: 10C43 1462], we noted the
following addltlonal items that need to be resolved.

1.

There was no supporting raw data for the Window Defining Mix samples which were run at the beginning of each
sequence. Please submit the WDM raw data (chromatograms and quantitation reports) associated with all
samples in this SDG.

There is only one Signal-to-Noise (§/N) value repor{ed on the guantitation reports for each compound. Please
identify which ion this is associated with and explain how the $/N 1s monitored for the other ion.

An EMPC result which is a different value than the concentration result is reported when the ion ratio criteria are
not met. Please explain show how the EMPC values are calculated and show an example for one of the samples.
There is no Total Homologue report for the method blank DFBLKS1. Please submit a T'otal Homologue report
for this method blank.

The Percent Solids are not reported on the Sample Data Summary forms. Please submlt any corrected forms as
necessary.

The percent solids values appear to have been calculated on the sample preparation sheets but not included in the

sample results calculations or reported on the results forms (item #5 above). Please identify whether the final -
sample resulfs are reporied on a wet weight or dry weight basis. Please identify whether the Volume/Mass
Extracted values on the Sample Work-Up Sheets are wet or dry weights. Please show an example of a result
calculation for one analyte.

No cleanup standard results are reported. Please indicate whether a cleanup standard was used for this

analysis. Please submit any corrected forms and additional data as necessary.

A “standard” lab electronic deliverable sample results file would be he]pful since the EXES data does not appear
to be available for this SDG.

Thanks for vour help in resolving these items.
Steve Stodola, QA Chemist, Region [


mailto:stodola.steve@epamail.epa.gov
mailto:Svetaka.Pat@epamail.epa.gov
mailto:Depierro.Denise@epamail.epa.gov
http:houleffiagatlabs.com

Peary, Rob

From: - stodola.steve@epamail.epa.gov
Sent: ' Thursday, Cctober 28, 2010 1:18 PM
To: "~ Peary, Rob

Subject: . Fw: Request for Lab Information Case 40414 SDG D24240

----- Forwarded by Steve Stodola/R1/USEPA/US on 10/28/2010 01:18 PM

From: "Paul Houle" <Houle@agatlabs.com>
To: Steve Stodola/R1/USEPA/US@EPA
Date: 10/28/2010 12:44 PM

Subject: RE: Request for Lab information Case 40414 SDG D24240

Steve,
These are the responses to some of the items. | am still working on the others.

1. The "PCDD/PCDF Sample Data Summary" forms and the
"1-DFC-Form I-HR CDD-3, Second Column Confirmation” forms do not
contain the correct Lab. Sample ID. They all have the EPA Sample
Number entered for the Lab. Sample ID. Please submit any
corrected forms and additional data as necessary.

RESPONSE: These sample numbers are software generated, and cannot be changed. As a result, the USEPA sample
number hecomes our LAB ID in regards to running them on the instrument . The work file is located on the form under

lab file 1D . The internal lab sample 1D can be found on the individual chormatograms.

8. No "5DFA-Form V-HR CDD-1, WDM Summary", "5DFB-Form V-HR
CDO-2, Chromatographic Resolution Summary”, "SDFC-Form V-HR CDD-3,
" Analytical Sequence" forms, or Tune data were submitted for the
9/15/10 initial calibration. Please submit the associated ICAL
information.

RESPONSE: t don't }ea}ly understand this. The first and last eluting congeners are not present in the calibration solutions,
and as a result, if the congeners are present in chromatography pages, and in the summary sheets, then that would
indicate that all congeners {in the solution) are present. Also, referenceing the SOW, this is not required and this is why

these forms are not in the data package.


mailto:stodola.steve@epamail.epa.gov
mailto:Houle@agatlabs.com

9. The "1DFB-Form [-HR CDD-2, Toxicity Equivalence Summary"
forms for all samples show a final Total-TEQ value of "C.0".
Please submit the forms with the correct sum of the TEF-Adjusted ' : |
Concentrations. {If possible, please use the 2005 Toxicity
Equivalency Factors instead of the 1989 TEFs.} :
RESPONSE: This is a software problem that | am currently experiencing, and have the software manufacturer looking at.
This is also true for the secondary noise values and secondary S/N values. Once the software issues have been resoclved,
these pages can be re-submitted.

10. No supporting data were included for the DB-225 confirmation
analyses results for 2378-TCDF. Please submit all QC and raw data
“including: tune data, chromategraphic resolution, initial
calibration, continuing calibrations, quantitation reports,
chromatograms, etc. for the confirmation analyses for all samples.

RESPONSE: Aécording to the SOW, this is not required unless requested. | will have these itmes put together and sent
separately.

Paul Houle B.Sc, P.Chem.

Division Manager: Ultra-Trace, Toxicology and Specialty Analysis.
AGAT Laboratories

2910 12th St. NE.

Calgary, AB T2E 7P7

Office: 403-735-2552

Mass Spec. Lab: 403-735-2767

Cell: 587-433-2502

e-mail: houle@agatlabs.com

Web: www.hrms_agatlabs.com

----- Original Message--—---

From: stodola.steve@epamail.epa.gov

[mailto:stodola.steve@epamail .epa.gov] . :

Sent: Friday, Cctober 22, 2010 8:50 AM -
To: Paul Houle ' : _ '
Cc: Clark.Christine@epamail.epa.gov; Maynard.Vicki@epamail.epa.gov

Subject: Request for Lab Information Case 40414 SDG D24240

Paul;

- Qur QA Unit here in Region | is doing the data validation review for
Case: 40414, SDG: D24240 [Lab WO: 10€431462]. During the data validation of the data package, we noted the
following items that need to be resolved. '

1. The "PCDD/PCDF Sample Data Summary” forms and the
"1-DFC-Form |-HR CDD-3, Second Column Confirmation” forms do not.
contain the correct Lab. Sample ID. They all have the EPA Sample
Number entered for the Lab. Sample [D. Please submit any

corrected forms and additional data as necessary.
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2. The "PCDD/PCDF Sample Data Summary" forms, “2DF-Form I HR
CDD, Total hemologues” forms, and the "1-DFC-Form I-HR CDD-3,
Second Column Confirmation™ forms contain numerous incorrect dates
for the "Date Extracted” and the "Date Analyzed" for all samples.
Please submit corrected forms and additional data as necessary.

3.  The "2DF-Form Il HR CDD, Total homologues” forms beginning
with EPA Sample No. D24248 contain the incorrect "Lab File ID™.
Please submit any corrected forms and additiona! data as
necessary. '

4. The "SDFC-Form V-HR CDD-3, Analytical Sequence” form (page
603} lists the incorrect EPA Sample No. for lab sample 1965065A.
Please submit any corrected forms and additional data as
necessary.

5. The "SDFC-Form V-HR CDD-3, Analytical Sequence” forms
{pages 602, 503) list numerous incorrect entries for "Date
Analyzed" for both standards and samples. Please submit any
corrected forms and additional data as necessary.

6. The "5DFC-Form V-HR CDD-3, Analytical Sequence” form {page
603) lists samples D2457, D2458, and D2459 as being analyzed on
1G/6/10. There is no Window Defining Mix or Continuing
Calibration Standard listed for the beginning of the 12-hour
sequence for these samples. Please submit any WDM and CCAL
reperts for these samples and all associated raw data.

7.  There are no ending CCAL Standards for the analytical
sequences beginning 10/4/10, 1733 and 10/5/10, 1326. Please
submit any available ending CCAL data for these sequences.

8.  No "SDFA-Form V-HR CDD-1, WDM Summary”, "5DFB-Form V-HR
CDD-2, Chromatographic Resolution Summary”, "5DFC-Form V-HR CDD-3,
Analytical Sequence" forms, or Tune data were submitted for the
9/15/10 initial calibration. Please submit the associated ICAL
information. :

9. The "1DFB-Form I-HR CDD-2, Toxicity Equivalence Summary"
forms for all samples show a final Total-TEQ value of "0.0".

Please submit the forms with the correct sum of the TEF-Adjusted
Concentrations. (If possible, please use the 2005 Toxicity
-Equivalency Factors instead of the 1989 TEFs.)

10. No supporting data were included for the DB-225 confirmation
analyses results for 2378-TCDF. Please submit all QC and raw data
including: tune data, chromatographic resolution, initial
calibration, continuing calibrations, quantitation reports,
chromatograms, etc. for the confirmation analyses for all samples.

Thanks for your help in resolving this itern.

Steve Stodola, QA Chemist, Region |
617-918-8634



Peary, Rob

From: : stodola.steve@epamail.epa.gov

Sent: Thursday, October 28, 2010 1:20 PM

To: ~ Peary, Rob

Subject: Fw: Request for Lab Information 2 - Case 40414, D24240

Roh: Pls let me know if this covers what we need....thanks....5..
----- Forwarded by Steve Stodola/R1/USEPA/US on 10/28/2010 01:19 PM

From:  "“Paul Houle" <Houle@agatlabs.com>
To: Steve Stodola/R1/USEPA/US@EPA
Date:  10/28/2010 12:57 PM

Subject: RE: Reguest for Lab Information 2 - Case 40414, D24240

Steve,

See below for further responses.

Paul Houle B.S¢, P.Chem. .
Division Manager: Ultra-Trace, Toxicology and Specialty Analysis.
AGAT Laboratories ' C
2910 12th St. NE.

Calgary, ABT2E 7P7

Office: 403-735-2552

Mass Spec. Lab: 403-735-2767

Cell: 587-433-2502

e-mail: houle@agatlabs.com

Web: www.hrms.agatlabs.com

From: stodola.steve@epamail.epa.gov
fmazilto:stodola.steve@epamail.epa.gov]

Sent: Wednesday, Cctober 27, 2010 12:16 PM

To: Paul Houle

Cc: Maynard.Vicki@epamail.epa.gov; Clark.Christine@epamail.epa.gov
Subject: Reguest for Lab Information 2 - Case 40414, D24240


mailto:stodola.steve@epamail.epa.gov
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QOctober 27, 2010

Paul Houle

AGAT Laboratories - Calgary, AB
403-735-2005

F“au]:

These are addition items that we just found out about today in addition to the ones'that | sent on 10/22. During the data
validation of the data package for Case: 40414, SDG: D24240 [Lab WO: 10C431462], we noted the following additional
items that need to be resolved.

1. ~ There was no supporting raw data for the Window Defining
Mix samples which were run at the beginning of each sequence.
Please submit the WDM raw data {chromatograms and quantitation
reports} associated with alt samples in this SDG.
'RESPONSE: According to the SOW, this is not required unless requested, | will gather this infermation hand have it sent.

2. There is only one Signal-to-Noise {S/N} value reported on
the guantitation reports for each compound. Please identify which
ion this is associated with and explain how the §/N is monitored
for the other ion. ’
RESPONSE: This is a software problem that is currently being looked at by the software manufacturer.

3. An EMPC result which is a different value than the

concentration result is reported when the ion ratio criteria are

not met. Please explain or show how the EMPC values are

calculated and show an example for one of the samples.
RESPONSE: This is a software generated value that is triggered when the ion ratios are out of specification according to
Method 1613B. I've tried to duplicate one of the EMPC values manually, but | don't know what algorithm or calculation
is used by the software. | have contacted the software manufacturer to gather this information.

4. There is no Total Homologue report for the method blank
DFBLKS1. Please submit a Total Homologue report for this method
blank.

RESPONSE: This page will be sent.

5. The Percent Solids are not reported on the Sample Data
Summary forms. Please submit any corrected forms as necessary.
RESPONSE: These are scil samples, do you mean the percent moisture?

6. The percent solids values appear to have been calculated

on the sample preparation sheets but not included in the sample
results calculations or reperted on the results forms {item #5
above). Please identify whether the final sample results are
reported on a wet weight or dry weight basis. Please identify
whether the Volume/Mass Extracted values on the Sample Work-Up

2



Sheets are wet ar dry weights. Please show an example of a result

calculation for one analyte.
RESPONSE: Samples are reported on a dry weigh basis, and the percent moisture is performed separately for
~information purposes. A sample calculation for one analyte can be provided.

7. Nocleanup standard results are reported. Please indicate

whether a cleanup standard was used for this analysis. Please

submit any corrected forms and additional data as necessary.
RESPONSE: There was no clean up standard used in this analysis.

8. A'standard” lab electronic deliverable sample results

file would be helpful since the EXES data does not appear to be

available for this SDG.
RESPONSE: The SEDD 2a was submitted via EXES as required by the SOW and solicitation. To preduce a standard Excel
spreadsheet of the data would take some time. | had confirmation from Christian Jose that the SEDD 2a was received
successfully.

Thanks for your help in resolving these items.
Steve Stodola, QA Chemist, Region |



Shmtrd fo EY, /;e/l,)
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Peary, Rob

From: Peary, Rob

Sent: Monday, November 01, 2010 3:56 PM

To: stodola.steve@epamail.epa.gov

Cc Svetaka.Pat@epamail.epa.gov; Depierrc.Denise@epamail epa.gov; Macri, Louis
Subject: Lab Info Regquest-3/Reply; Case:40414, SDG:D24240 - Merino Park

Hi Steve,

Here are my Replies to AGAT s partial responses to the two lab info. requests for the Merino Park Dioxin/Furan data
package.

Thanks, Rob ' : .

Paul Houle

AGAT Laboratones - Calgary, AB
403-735-2005
houle@agatlabs.com

Paul:
Below are the replies to your 10/28/10 responses for the data validation of the data package for Case: 40414, SDG
D24240 [Lab WQO: 10C431462]. _ - :

Partial Responses to 10/22/10 Requést:

1. The "PCDD/PCDF Sample Data Summary" forms and the " 1-DFC-Form I-HR CDD-3, Second Column
Confirmation" forms do not contain the correct Lab. Sample ID. They all have the EPA Sample = Number entered for
the Lab. Sample ID. Please submit any corrected forms and additional data as necessary.

RESPONSE: These sample numbers are software generated, and cannot be changed. As a result, the USEPA sample
number becomes our LAB ID in regards to running them on the imstrument. The work [ile is located on the form under
lab file ID. The internal lab sample ID can be found on the individual chromatograms.

a

REPLY: Item adequately addresscd.

8. No "5DFA-Form V-HR CDD-1, WDM Summary", "SDFB-Form V-HR CDD-2, Chromatographic Resolution
Summary”, "5SDFC-Form V-HR CDD-3, Analytical Sequence” forms, or Tune data were submitted for the 9/15/10 initial
calibration. Please submit the associated [CAL mformation.

RESPONSE: I don't really understand this. The first and last eluting congeners are not present in the calibration solutions,
and as a result, 1f the congeners are present in chromatography pages, and in the summary sheets, then that would indicate
that all congeners (in the solution) are present. Also, referencemg the SOW, this is not requ1red and this 1s why these
forms are not in the data package.

REPLY: The SOW spemﬁes that the WDM and Resolution Checks bc performed at the beginning and end of ail
mstrument sequences. Please see the following:
9.2.1 Summary of HRGC/HRMS System Performance Check

9.2. 1 1

The HRGC/HRMS system performance check-consists of three parts: a) the HRMS system must be tuned to meet the
minimum static resolving power, using a suitable calibrant such as PFK; b) the resolution of the HRGC system must
be verified by the analyses of the descriptor switching times set using the Window Defining Mixture (WDM), and ¢)
the resolution verified by the analysis of the Isomer Specificity Check.
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NOTE: The WDM and Isomer Specificity Check solutions may be combined into a single solution [Column
Performance Solution (CPS)], provided that the combined solution contains the isomers needed to determine that the
criteria for analysis are met (see Table 5).

9212

At the beginning and end of each 12-hour shift and prior to analysis of any samples, blanks, QC samples, and
calibration standards, the Contractor must establish that the HRGC/HRMS system meets the static mass resolution -
requirement, that the beginning and ending RTs for the dioxin and furan isomers are defined, and that. the isomer
specificity is demonstrated. (See Section 9.2.1.4 for the requirement for the MS calibration check at end of sequence.)

9213
The WDM and the isomer spec1fc1ty check are also used to set the descriptor switching times such that isomers that
elute from the HRGC during a given RT window will also be those isomers for which the ions are monitored.

92.1.4
The HRMS System Tune, the WDM, and the Isomer Specificity Check must also be analyzed at the end of each 12-
hour shift or analytical sequence. These analyses may also be used to establish the beginning of the next 12-hour shift

or analytical sequence.
(DLMO02.2, 12/09)

9. The "IDFB-Form I-HR CDD-2, Toxicity Equivalence Summary" forms for all samples show a final Total-TEQ value
of "0.0". Please submit the forms with the correct sum of the TEF-Adjusted Concentrations. {If poss1ble please use the
2005 Toxicity Equwalcncy Factors instead of the 1989 TEFs.)

RESPONSE: This is a software problem that [ am currently experiencing, and have the software manufacturer looking
at. This is also true for the secondary noise values and secondary $/N values. Onee the software issues have been
resolved, these pages can be re-submitted.

REPLY: A separate spreadsheet or table of the Toxicity Equivalence Summary with the correct Total-TEQ values for the
samples should be submtted 1f the software issue cannot be immediately resolved.

10. No supporting data were included for the DB-225 confirmation analyses results for 2378-TCDF. Please submit all
QC and raw data including: tune data, chromatographic resolution, initial calibration, continuing calibrations, quantitation .
reports, chromatograms, etc. for the confirmation analyses for all samples.

RESPONSE: According to the SOW, this 1s not required unless requested. 1 will have these itmes put together and sent
separately. :

REPLY': All supporting data is required. Please submit as indicated.

Partial Responses to 10/28/10 Request:

1. There was no supporting raw data for the Window Defining Mix samples which were run at the beginning of each
sequence. Pleasc submit the WDM raw data (chromatograms and quantitation reports) associated with all samples in this
SDG.

RESPONSE: According to the SOW, this is not required unless requested, [ will gather this information hand have it sent.

REPLY: All supporting data is required. Please submit as indicated.

2. There 1s only one Signal-to-Noise (§/N) value reported on the quantitatfon repofts for each compound. Please
identify which ion this 1s associated with and explain how the $/N is monitored for the other ion.
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RESPONSE: This 1s a software problem that is currently being looked at by the software manufacturer.

REPLY: Please just confirm which ion the reported values are associated with if the software issue cannot be immediately
resolved.

3. An EMPC result which is a different value than the concentration result s reported when the 1on ratio criteria are
not met. Please explain show how the EMPC values are calculated and show an example for one of the samples.

RESPONSE: This 1s a software generated value that is triggered when the ion ratios are out of specification according to
Method 1613B. I've tried to duplicate one of the EMPC values manually, but 1 don't know what algorithm or calculation
is used by the software. I have contacted the software manufacturer to gather this information.

REPLY: Resolution pending,

4. There is no Total Homologue report for the method blank DFBLKS!. Please submit a Total Homologue report
for this method blank.

RESPONSE: This page will be sent.

REPLY: Please submit as indicated.

5. The Percent Solids are not reported on thé_ Sample Data Summary forms. Please submit any corrected forms as
necessary. '

RESPONSE: These are soil samples, do you mean the percent moisture?

REPLY: The “PCDD/PCDF Sample Data .Summary” forms and the “2DF-Form I FIR CDD, CDD/CDF Total
Homelogue Concentration Summary”™ forms both contamn a “%Solids/Lipids” item in the header information. Please enter
the “% Solids” values in this field and submit any corrected forms and additional data as necessary.

6. The percent solids values appear to have been calculated on the sample preparation sheets but not included in the
sample results calculations or reported on the results forms (item #5 above). Please identify whether the final sample
results are reported on a wet weight or dry weight basis. Please identify whether the Volume/Mass Extracted values on
the Sample Work-Up Sheets are wet or dry weights, Please show an example of a result calculation for one analyte.

RESPONSE: Samples are reported on a dry weigh basis, and the percent moisture is performed separately for information
purposes. A sample calculation for one analyte can be provided.

REPLY: Please identify whether the “Volume/Mass Extracted” values on the Sample Work-Up Sheets are wet or dry

weights (for example: page 851, sampIe D24240, 10.23g). Please show a result calculation for one analyte from this
SDG. .

7. No cleanup standard results are reported. Please indicate whether a cleanup standard was used for this
analysis. Please submit any corrected forms and additional data as necessary.
RESPONSE: There was no clean up standard used in this analysis.

REPLY: Item adequately addrcssed The C]eanup Standard is specified in the SOW as follows:
7.8 Standards

7.8.1



Cleanup standard - Prepare 37C14-2,3,7,8-TCDD 1 nonane at the concentration shown in Table 3. The cleanup
standard is added to all extracts prior to cleanup to measure the efficiency of the cleanup process.
(DLM02.2, 12/09) '

8. A “standard” lab electronic deliverable sample results file would be helpful since the EXES data does not appear
1o be available for this SDG.

RESPONSE: The SEDD 2a was submitted via EXES as required by the SOW and solicitation. To produce a standard
Excel spreadsheet of the data would take some time. I had confirmation from Christian Jose that the SEDD 2a was
received successfully. '

REPLY: Item adequately addressed. Access to the EXES files by the Region will be worked out.

Thanks for your help in resolving these items and the other outstanding ones also.
Steve Stodola, QA Chemist, Region 1



.Peary, Rob | C“’Hﬁﬂ’w QZ/

From: stodola.steve@epamail.epa.gov

Sent: Wednesday, November 03, 2010 1.10 PM

To: Paul Houle :

Ce: ' Maynard.Vicki@epamail.epa.gov; Peary, Rob

Subject: . RE: Request for Lab Information 2 - Case 40414, D24240

Paul: Thanks. I just set up call-in line at 617918-2826. So just call
that number at 2pm EDT and.punch in the code 635578. Steve

Participants: Steve Stodola, QA Chemist EPA

Vicki Maynard, QA Chemist, EPA
Rob Peary, Date Validator, TechLaw,Inc

From:  "Paul Houle" <Houle@agatlabs.com>
To: Steve Stodola/Rl/USEPA/US@E PA
Date:  11/03/201012:47 PM

Subject:’ RE: Request for Lab Information 2 - Case 40414, D24240

Steve,
I will make mtself available for 2:00PM EDT.
Who will be involved in the call..just for the telephone communication logbook.

Cheers,

Paul Houle B.Sc, P.Chem. ]

Division Manager: Ultra-Trace, Toxicology and Spécia]ty Analysis.
AGAT Laboratories '

2910 12th St. NE.

Calgary, ABT2E 7P7

Office: 403-735-2552

Mass Spec. Lab: 403-735-2767

Cell: 587-433-2502 . .
e-mail: houle@agatlabs.com '
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Evidengs pok Pl <ty

CDD/CDF COMPLETE SDG FILE (CSF) INVENTORY SHEET

LABORATORY NavMg AGAT Laboratories

crry/state Calgary, Alberta

CASE No. 40414 spne No. D24240 SDG NOS. TO FOLLOW

TASK ORDER No. EP-CALL-0QQ2
CONTRACT No. EP1ISWQO01067
sod No. DIMO2.2

All documents delivered in the Complate’ SDG E‘:.le must be original
{Heforence ~ Exhibit B Section 2.6)

documents whare possible.

I
4,

DLMO2.2 (12/09} _ FORM DC-2

PAGE NOs. CHECK
FROM I LAB EPA
1. Inventory Sheat (DC-2) (Do not number) _ s \/
2. 5DG Warrative 1 2 _
3. Traffio Repert 14
4. cOD/COF Data o . '
a. Sample Pata .
Sample Data Summary
{FORM I-ER CDD-1) : 15 34 : L~
© Poxicity EBquivalence Summary
(FORM I-HR CDD-2) —— - T 35 54 o
Second Column confirmation Summary (FORM I-HR CDD-3) —_r—_"__’ 55 75 ; @l
'%c t; 50 Tatlon Mammal/Fish/Bird (FORM I-HR 15
;5 MR T
Selected Ion Current Prof:.le {S1CP} for each sample / : vy
Quant:.tat:.on Reports and Area Summaries —_
Total Homologue Concentration Summary {(FORM II-*H'R CDD) 575 595 H 1 i
b. Quality Conlt:rol Data ———
Lab Control Sample Summary .
{FORM III-HR CDD-1) 5ag 536 | Pt
Method Blank Summary
{FORM IV-HR CDD} 597 597 _m_ —-&ﬂé
Window Defining Mix Summary
(FORM V-HR CDD-1) ) 588 589 el
Chromatographic Resolution Summary (FORM V-HR CDD-2)° 500 601 1 i
Analytical Seguence Summary . ' : /
{FORM V-HR CDD-3) : 602 603 __M_ '
G Calibration Data _
" Initial Calibration Data (FORM VI~HR CDD-1 and FORM VI-HR _
COb-2}, PFX mass resoluvtion, CDD/CDF standard{s)} SICPs,
CQuantitstion Reports, and Area Summaries for the initial :
{£ive-point} calibration _ 604 730
' Conmtinuing Calibration Data (FORM VII~HR CDD-1 and FORM ‘ -
VII-HR {DD-2}, PFK mass resolution, SICPs, Quantitatien I/
Reports, and Area Summaries 731 794 .




Evidinee Alit Oratecopy,

FROM Jo0s) LAB - EBA

d. Raw Quality Contr.ol Data
-
Blank Data FORM I-HR CDD-1, €DD-2, CDD-3 (if applicable)

) 795 788
Blank Data including SICPs, Quantitation Reports, and
Area Summaries for sach blank analyzed _ : : 797 821
LCS FORM I~HR CDD~1 and CDD-2 822 823
LCS Data including SICPS, Quantitation Reports, and Area g24 848

Summaries
5. Miscellanegus Data

Original pmparatmn and analysis forms or copias of

preparation and analysis logbook pages i 849 870 _m_ l/

Internal sample and sampla axtract transfar Chain of
Custody Records .

Screening records . : . .

All instruwment output, including strip charts from
screening activities ({(dascribe or list)

6. EPA_Shipping/Receiving Documents
"Rirbills {No. of shipments 1. ]
Chain of Custody Records o .

Sample Tags .

Sample Log-In Sheet (Lab & DC-1) :
Traffic Report Cover Sheet )

'H!I|7|

Miscellansous 5hlpplng/Rec91Vlng Records {descriha or
list}

7. Internal Lab Sample Transfer Records and Tracking Sheets
(Describe or list}

8. Other Records (describe or list) ' ' -

Telephone Communication Log-

9, Comments:

_Compléted by: : —_-’/év ) .
{CLP Lak) : : # 5

- , 9
{Signature} _ {Print MName & Title) . {Data)
Audited by: M _ S _
(USERA) 1Al '  Rebartlary | E14T-Tedile/ ("//7/"/0
(Signature} . - (Print Name & Title) {Date)

'FORM DC-2 "{Con't) - DIM02.2 (12/09)
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