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Attachment 5. Validation Data for Outer Dermal Dosimeter Shirt Method
ARTF-AM-008
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Summary Results for Outer Shirts Dosimeters Method -Validation - Diazinon
Reference Multichrom files Shirts14, Shirts15, Shirts16, Shirts17, Shirts16A and B
Diazinon
Fortification Diazinon
Data Set Level Recovery % Recovery
Sample ID 1D Sample Description (ug/segment)! (ug/segment) (1)
43767-126 Shirts14 Control Back Torso NA 0.494
43767-127 Shirts14 Upper Arm + nominal S ug each 5.00 4.7 84.3%
43767-128 Shirts14 Lower Arm + nominai 5 ug each 5.00 3.75 65.1%
43767-129 Shirts14 Front Torso + nominal 50 ug each 50.0 446 88.2%
43767-130 Shirts14 Back Torso + nominal 50 ug each 50.0 40.5 80.0%
43767-131 Shirts14 Upper Arm + nominal 10000 ug each 10000 7080 70.9%
43767-132 Shirts14 Lower Arm + nominal 10000 ug each 10000 7780 77.8%
43767-133 Shirts1S Control Front Torso NA 0.648
43767-134 Shirts15 Back Torso + nominal 5 ug each S.00 5.56 98.2%
43767-135 Shirts1S Upper Arm + nominal S ug each 5.00 5.30 93.0%
43767-136 Shirts15 Lower Arm + nominal 50 ug each 50.0 50.3 99.3%
43767-137 Shirts1S Front Torso + nominal 50 ug each 50.0 451 88.9%
43767-138 Shirts15 Back Torso + nominal 10000 ug each 10000 9410 94.1%
43767-139 Shirts15 Upper Arm + nominal 10000 ug each 10000 8390 83.9%
43767-140 Shirts16 Control Back Torso NA Not Detected
43767-141 Shirts16 Upper Arm + nominal 5 ug each 5.00 5.08 102%
43767-142 Shirts16 Lower Arm + nominal 5 ug each 5.00 4.21 84.2%
43767-143 Shirts16 Front Torso + nominal 50 ug each 50.0 423 84.6%
43767-144 Shirts16 Back Torso + nominal S0 ug each 50.0 47.6 95.2%
43767-145 Shirts16 Upper Arm + nominal 10000 ug each 10000 13400 Reinjected
43767-146 Shirts16 Lower Arm + nominal 10000 ug each 10000 12900 Reinjected
43767-145 Shirts17 Upper Arm + nominal 10000 ug each 10000 8790 87.9%
43767-146 Shints17 Lower Arm + nominal 10000 ug each 10000 8320 83.2%
(1) Corrected for ug found in respective control sample. Average % Recovery (n=18) 86.7%
Standard Deviation (n=18) 9.63%
Avg. + 2 Std. Dev. 106%
Avg. - 2 Std. Dev. 67.4%
43767-140A  Shirts16A Control Back Torso NA Not Detected
43767-141A  Shirts16A Upper Arm + nominal S ug each 5.00 4.86 97.2%
43767-142A  Shirts16A Lower Arm + nominal 5 ug each 5.00 6.32 126%
43767-143A  Shirts16A Front Torso + nominal 50 ug each 50.0 56.0 112%
43767-144A  Shirts16A Back Torso + nominal 50 ug each 50.0 56.3 113%
43767-145A  Shirts16A Upper Arm + nominal 10000 ug each 10000 7190 71.9%
43767-146A  Shirts16A Lower Arm + nominal 10000 ug each 10000 9300 93.0%
43767-140B  Shirts16B Control Back Torso NA Not Detected
43767-141B  Shirts16B Upper Arm + nominal S ug each 5.00 533 107%
43767-142B  Shirts168 Lower Arm + nominal 5 ug each 5.00 5.75 115%
43767-143B  Shirts16B Front Torso + nominal 50 ug each 50.0 551 110%
43767-144B  Shirts16B Back Torso + nominal 50 ug each 50.0 520 104%
43767-145B  Shirts16B Upper Arm + nominal 10000 ug each 10000 9830 98.3%
43767-146B _ Shirts168B Lower Arm + nominal 10000 ug each 10000 9390 93.9%
Average % Recovery (n=12) 103%
Standard Deviation (n=12) 13.9%
Prepared by: 4/%@‘—"—’ 2 ({’ggb 4GS
L. 7
Checked by: M{’ gma-n/r 27 f‘)o 77
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Summary Results for Outer Shirts Dosimeters Method Validation - Malathion
Reference Multichrom files Shirts14, Shirts15, Shirts16, Shirts17, Shirts16A and B
Malathion
Fortification Malathion
Data Set Level Recovery | % Recovery
Sample ID ID Sample Description (ug/segment)| (ug/segment) (1)
43767-126  Shirts14 Control Back Torso NA 0.0464
43767-127  Shirts14 Upper Arm + nominal S ug each 5.00 4.61 91.3%
43767-128  Shirts14 Lower Arm + nominal 5 ug each 5.00 4.31 85.3%
43767-129  Shirts14 Front Torso + nominal 50 ug each 50.0 47.4 94.7%
43767-130  Shits14  Back Torso + nominal 50 ug each 50.0 39.8 79.5%
43767-131 Shirts14 Upper Arm + nominal 10000 ug each 10000 7840 78.4%
43767-132  Shirts14 Lower Arm + nominal 10000 ug each 10000 7500 75.0%
43767-133  Shits15 Control Front Torso NA Not Detected
43767-134  Shirts1S Back Torso + nominal 5 ug each 5.00 S67 113%
43767-135  Shirts15 Upper Arm + nominal 5 ug each 5.00 521 104%
43767-136  Shirts15 Lower Arm + nominal 50 ug each 50.0 511 102%
43767-137  Shirts15 Front Torso + nominal 50 ug each 50.0 453 90.6%
43767-138  Shirts15 Back Torso + nominal 10000 ug each 10000 9380 93.8%
43767-139  Shirts15 Upper Arm + nominal 10000 ug each 10000 8830 88.3%
43767-140  Shirts16 Control Back Torso NA Not Detected
43767-141 Shirts16 Upper Arm + nominal S ug each 5.00 5.156 103%
43767-142  Shirts16 Lower Arm + nominal S ug each 5.00 5.03 101%
43767-143  Shirts16 Front Torso + nominal 50 ug each 50.0 42.8 85.6%
43767-144  Shirts16 Back Torso + nominal 50 ug each 50.0 48.6 97.2%
43767-145  Shirts16 Upper Arm + nominal 10000 ug each 10000 14000 Reinjected
43767-146  Shirts16 Lower Arm + nominal 10000 ug each 10000 13100 Reinjected
43767-145  Shirts17 Upper Arm + nominal 10000 ug each 10000 9560 95.6%
43767-146  Shirts17 Lower Arm + nominal 10000 ug each 10000 8470 84.7%
(1) Corrected for ug found in respective control sampie. Average % Recovery (n=18) 92.4%
Standard Deviation (n=18) 10.1%
Avg. + 2 Std. Dev. 113% ;
Avg. - 2 Std. Dev. 72.2%
43767-140A  Shirts16A Control Back Torso NA Not Detected
43767-141A  Shirts16A Upper Arm + nominal S ug each 5.00 4.74 94.8%
43767-142A  Shirts16A Lower Arm + nominal S ug each 5.00 596 119%
43767-143A  Shirts16A Front Torso + nominal 50 ug each 50.0 543 109%
43767-144A  Shirts16A Back Torso + nominal 50 ug each 50.0 59.2 118%
43767-145A  Shirts16A  Upper Arm + nominal 10000 ug each 10000 9870 98.7%
43767-146A  Shirts16A _ Lower Arm + nominal 10000 ug each 10000 9540 95.4%
43767-140B  Shirts168 Control Back Torso NA Not Detected
43767-141B  Shirts168 Upper Arm + nominal S ug each 5.00 5.58 112%
43767-142B  Shirts16B Lower Arm + nominal § ug each 5.00 522 104%
43767-143B  Shirts16B Front Torso + nominal 50 ug each 50.0 579 116%
43767-144B  Shirts16B Back Torso + nominal 50 ug each 50.0 54.4 109%
43767-145B  Shirts168 Upper Arm + nominal 10000 ug each 10000 9910 99.1%
43767-146B _ Shirts16B  Lower Arm + nominal 10000 ug each 10000 9740 97.4%
Average % Recovery (n=12) 106%
~ _ Standard Deviation (n=12) 8.96%
Prepared by: L§7@-__\ CYSa, /57
7
Checked by: o/ 574 daca : [ . 43%042‘ 24 Lep >
7 ”
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[43767]1 29 SHIRTS14 Page 1
Reported on 30-AUG-1997 at 10:20
Modified on 29-AUG-1997 at 12:44

List Run Sequence File

ANALYST NAME......c.cvevncncnenns LOREN C. SCHRIER
43767 SHIRTS: METHOD VALIDATION

ANALYSIS INFORMATION

Analysis name.........ccevcucasn SHIRTS14
Method Name..ceeevevncanacacnnns SHIRTS14
Calibration name.........ccca... SHIRTS14
Calibration sequence............ Average Standard
User parameter 1 name........... FINAL VOLUME (ML)
User parameter 2 name....e.c.v.. FACTOR 1
User parameter 3 name........... FACTOR 2

SAMPLE SUMMARY

SAMPLE LIMS ID SAMPLE NAME

NUMBER
1 ceeceececea- EQUILIBRATION
S, EQUILIBRATION
. J SOLVENT BLANK
4 eemmeemmane- GCMIX-G2 100 NG/ML STD
§  ececccaaaa- GCMIX-G3 60.0 NG/ML STD
6 meememmeeee- 43767-126
7 ceemeeeeeoas 43767-127
8  ceemeeemen-- 43767-128
- S GCMIX-G4 40.0 NG/ML STD
[+ J T a—— 43767-129
1 cemmmeeae-a- 43767-130
12 ceemmmmmeea- GCMIX-GS 20.0 NG/ML STD
13 eeecmecea-a- 43767-131
U meemeecceea- 43767-132
15  ccceccvecwa- GCMIX-G6 10.0 NG/ML STD
16  emmmmmmena- GCMIX-H7 &4.00 NG/ML STD
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[43767] 29 SHIRTS14 Page 2
Reported on 30-AUG-1997 at 10:20
Modified on 29-AUG-1997 at 12:44

SAMPLE INFORMATION

SAMPLE TYPE CALIB UPDATE AMOUNT  NUM BOT
NUMBER LEVEL RT RF INJ NUM
1 Sa -- - - 1.00000 1 1

2 sa -- - - 1.00000 1 2

3 sa -- - - 1.00000 1 3

4 st 01 N I 1.06000 1 4

5 st 02 N I 1.00000 1 5

6 sa - - - 1.00000 1 6

7 Sa ~-- - - 1.00000 1 7

8 sa -- - - 1.00000 1 8

9 st 03 N I 1.00000 1 9

10 Sa -- - - 1.00000 1 10
1" Ssa -- - - 1.00000 1 11
12 st 04 NI 1.00000 1 12
13 Sa -- - - 1.00000 1 13
14 sa -- - - 1.00000 1 14
15 st 05 NI 1.00000 1 15
16 st 06 N I 1.00000 1 16

USER PARAMETER VALUES

SAMPLE FINAL VOLUME (ML)  FACTOR 1 FACTOR 2
1 1.00000 1.00000 1.00000
2 1.00000 1.00000 1.00000
3 2.00000  37500.00000 125000.00000
4 1.00000 1.00000 1.00000
5 1.00000 1.00000 1.00000
6 2.00000 37500.00000 125000.00000
7 2.00000 37500.00000 125000.00000
8 2.00000 37500.00000 125000.00000
9 1.00000 1.00000 1.00000

10 4.00000  37500.00000 125000.00000
1" 4.00000 37500.00000 125000.00000

12 1.00000 1.00000 1.00000
13 25.00000 581250.00000 62500.00000
14 25.00000 581250.00000 62500.00000
15 1.00000 1.00000 1.00000
16 1.00000 1.00000 1.00000
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[43767] 29 SHIRTS14
Reported on 30-AUG-1997 at 10:20
Modified on 29-AUG-1997 at 12:44

SAMPLE
NUMBER

O 00 NN -

N N N T NI G
o N s W NN -0

INTERNAL/DILUTION STANDARDS

ISTD1
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

PROCESSING OR

SAMPLE NUMBER TYPE

Standard
Standard
Standard
Standard
Standard
Standard
Sample
Sample
Sample
Sample
Sampte
Sample
Sample
Sample
Sample
Sample

1STD2
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

DER

ISTD3
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

1
1
1
1
1
1
1
1

1
1
1
1
1
1
1
1

DILY
AMOUNT

.00000
.00000
.00000
.00000
.00000
.00000
.00000
.00000
.00000
.00000
.00000
.00000
.00000
.00000
.00000
.00000

DIL2
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

Page 3
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Gas Chromatographic Instrument Parameters Form

ABC Laboratory Study Number: 43767

Customer Identification: ARTF

Instrument: HP 5890 Series 11 Material ID# 1652-0120
Autoinjector: HP 7673B Material ID# 1625-802A

Column: HP-5MS, 30 M X 0.25 mm, 0.25 um film thickness
Serial#: 57105214

Detector Type: FPD/P

Electrometer: Range 4

Temperatures: Injector (°C): 230
Detector (°C): 230
Column:
Initial Temp.(°C): 95
Initial Time: 1.0 min.

Program Rate 1: 30 °C/min to 230 °C, hold 4 min
Program Rate 2: 40 °C/min to 290 °C, hold 4 min

Carrier Gas Flow Rate: He 1.6 mL/min

Septum Purge: He 2.0 mL/min

Make Up Gas: N, 21 mL/min

Air Flow Rate: 98 mL/min.
Hydrogen Flow Rate: 69 mL/min.

Purge Valve: Off at 0 min, on at 0.75 min
Injection Volume: 2 ul

Run Sequence File: 5)“4/3 J 4
Quantitation Standards: % G;CM‘X’GZ/ G3, 44, ég/ G é; H 7
OE ¥¢ §27-57

Prepared By: ¢ 7 é“") Date: 9-2 7/7 7

/ ‘
Checked By: g&»&mﬂn,j ERJ.GM Date: 13_3—19 72
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MCDO [43767]1 29 SHIRTS14 ABC Laboratories, Inc. Report Date: 30 AUG 97
Results Information Report ver 3.3 Time: 10:30:22
Component Name: DIAZINON Page: 1

CAL. Peak Bad

Sample Name SMP_# INJ # RT(mins) Height ng/mL _or ug RANG Type INJ
EQUILIBRATION 1 1 5.96 10391 10.49576 08 ---
EQUILIBRATION 2 1 5.96 37082 38.39655 o ---
SOLVENT BLANK 3 1 0.00 0 0.00000 UNDR OB  ---
GCMIX-G2 100 NG/ML STD 4 1 5.95 96697 100.71465 o8B ---
GCMIX-G3 60.0 NG/ML STD 5 1 5.95 56626 58.82684 OBF ---
43767-126 6 1 5.96 1138 0.49388 UNDR OB  ---
43767-127 7 1 5.96 7854 4.70634 o8B ---
43767-128 8 1 5.95 6329 3.74951 o ---
GCMIX-G4 40.0 NG/ML STD 9 1 5.95 38317 39.68772 OBF ---
43767-129 10 1 5.96 35900 44.59367 o8 ---
43767-130 1 1 5.94 32636 40.49902 o ---
GCMIX-G5 20.0 NG/ML STD 12 1 5.96 20219 20.76945 08 ---
43767-131 13 1 5.94 29539 7094.01123 0B ---
43767-132 14 1 5.95 32376 7783.54004 0 ---
GCMIX-G6 10.0 NG/ML STD 15 1 5.96 10135 10.22839 0B ---
GCMIX-H7 4.00 NG/ML STD 16 1 5.96 4026 3.84252 0 ---



ARTF Study ARF003 Page 367

MCDO (437671 29 SHIRTS14 ABC Laboratories, Inc. Report Date: 30 AUG 97
Results Information Report ver 3.3 Time: 10:30:22
Component Name: MALATHION Page: 1

CAL. Peak Bad

Sample Name SMP_# INJ # RT(mins) Height ng/mk_or ug RANG Type INJ
EQUILIBRATION 1 1 6.82 6175 8.98147 oB ---
EQUILIBRATION 2 1 6.82 25479 40.07639 oB ---
SOLVENT BLANK 3 1 0.00 0 0.00000 UNDR O ==
GCMIX-G2 100 NG/ML STD 4 1 6.81 63300 101.00009 0B ---
GCMIX-G3 60.0 NG/ML STD 5 1 6.81 37056 58.72625 0B ---
43767-126 6 1 6.82 647 0.04642 UNDR OF  ---
43767-127 7 1 6.82 5365 4.60603 OBF ---
43767-128 8 1 6.80 5059 4.30987 OF ---
GCMIX-G4 40.0 NG/ML STD 9 1 6.81 25233 39.68084 0B ---
43767-129 10 1 6.82 25139 47.43551 0B ---
43767-130 1" 1 6.80 21206 39.83340 0B ---
GCMIX-G5 20.0 NG/ML STD 12 1 6.82 12866 19.76027 0B ---
43767-131 13 1 6.80 21538 7841.96973 o8 ---
43767-132 14 1 6.81 20622 7498.74268 o8B ---
GCMIX-G6 10.0 NG/ML STD 15 1 6.82 7737 11.49798 o8 ---
GCMIX-H7 4.00 NG/ML STD 16 1 6.82 2830 3.59319 o8 ---
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Acquisition and Peak Processing Parameters Report

Version 2
MCDO [43767 1 29 SHIRTS14

ACQUISITION PARAMETERS
Data Collection :

Length of Run...co.vvcecnanns
Post Injection Delay.........
Sampling Rate...ccevvicncnna.

Baseline Offset :

Adjust Baseline..............
Baseline Offset.......c......

PEAK PROCESSING PARAMETERS
Auto Process Parameters :

Peak Threshold...............
Baseline Test...vcveencennne.
Peak Trend....ccvececcnnnnnns

Separation Parameters :

Shoulder Sensitivity.........
Rider Sensitivity............

Rejection Parameters :

Minimum Peak Width...........
Minimum Peak Height..........
Minimum Peak Area............
Ignore Flat Top Peak....vene.

User Imposed Action Control :

Forced Baseline......ccvuunns
Suppress Integration.........
Tangent Skimming......cccuee.
Shoulder Detection...........
Data Bunching.........cceuuen
Negative Detection...........

Integration Modes :

Retention Time Integration
Square Root Area and Height

PROCESSING ACTIONS

Time Force Integrate

(mins) Baseline Suppress
0.00 -- SI
5.50 -- ES
8.00 -- SI

Print Date and Time : 30 AUG 97 10:41:05

Page : 1

Based on Sample Number : 1 Injection Number : 1

Tangent
Skim

Calibration last modified on 30-Aug-1997 at 10:23

Calibration Sequence......ccevueaneen

AVERAGE

14.99 mins
0.00 mins
15.00 Hz

0.00 secs
500.00 wv
1000.00 uvs

Bunch
Size

These parameters apply to all injections of set SHIRTS14

Shoulder Negative
Detect Detect

with no exceptions
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CALIBRATION HEADER INFORMATION

List Calibration File

Calibration Title : 43767 METHOD VALIDATION

General :

Calibration type.......cccnvuens External standard

UNTtS.vuiaeenserrnnccsaaacnncnnns ng/mL or ug

Calibration base................ Height
Reference Peak Identification :

Reference WindoW...oeeeeueeenes. 5.0 %

Minimum window......cccevunnnn.. 0.50 mins

Peak threshold.................. 0.0 %
Uncalibrated Peaks Response Factor :

Response factor source.......... User set response factor

Response factor......ceveecacees 0.0000
Additional Information :

Source library......ceveveeeanns None

Initialise on ist standard...... No

Variation tolerance............. 100.00 %
Calibrant Peak ldentification :

Calibrant windoWw.....c.cevennns. 0.15 mins

Calibrant threshold............. 0.0 %
Response Factor Calibration Curve :

Curve fit.ieeerenierinennncnnnn. Linear

Force through zero.........cv... No

X transformation..ceeeeeceensnns None

Y transformation.........eevuces None

Weighting..eeeeeeairnnennacareas 1/7Y
Retention Value Calibration Curve :

Curve fit.iceeerienrniionnnnannnns Linear

Force through zero.............. No

X transformation...........c.... None

Y transformation...........cc..e None

Weighting.eeeereeeeernnnnenaeana None
Timed Calibration Curve :

Curve fit.iceeeeriiennnnnnaanannn Linear

Force through zero........cees.. No

X transformation........cenvev.s None

Y transformation.....oceveecuens None

Welghting.cececneirerenecacacnnn None

No group information entered.
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Peak name : DIAZINON
Expected retention time : 5.96 mins (RT range : 5.89 - 6.03 mins)

Peak window mode................ Global
Group name identifier........... ----
Peak identification mode........ Largest
Must peak.....ccrivcercnceccnannn No
Reference peak........ccoeucunnn No
Dilution peak.cicececescccacanas No
Retention standard.......c.cevee No
Response factor mode............ Internal Levels
PUPItY . ourennernnnsnannscnnons 100.0000
Calibration Standard Response Calibration
level amount factor count
06 4.0000 1006.5585 1
05 10.0000 1013.5143 1
04 20.0000 1010.9518 1
03 40.0000 957.9204 1
02 60.0000 943,7643 1
01 100.0000 966.9698 1

Peak name : MALATHION
Expected retention time : 6.82 mins (RT range : 6.75 - 6.89 mins)

Peak window mode....coevveuneses Global
Group name identifier........... ----
Peak identification mode........ Largest
Must peak...cceeveeveennaancanas No
Reference peak....coccuvvenannns No
Dilution peak...vceceerenaannans No
Retention standard......cevevees No
Response factor mode............ Internal Levels
PUPitYceeeenannsannasancnncaccnn 100.0000
Calibration Standard Response Calibration
level amount factor count
06 4,0000 707.4755 1
05 10.0000 773.7189 1
04 20.0000 643.3204 1
03 40.0000 630.8270 1
02 60.0000 617.6075 1
01 100.0000 633.0002 1
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4

ANALYST NAME.......ccvvnencanann LOREN C. SCHRIER
43767 SHIRTS METHOD VALIDATION

List Run Sequence File

ANALYSIS INFORMATION

Analysis Name.....cccevevcecacnen SHIRTS15
Method name............c.eneeenn SHIRTS15
Calibration name....... cestanoas SHIRTS15
Calibration sequence............ Average Standard
User parameter 1 name........... FINAL VOLUME (ML)
User parameter 2 Name......ssess FACTOR 1
User parameter 3 name........... FACTOR 2

SAMPLE SUMMARY

SAMPLE LIMS ID SAMPLE NAME
NUMBER
1 ememeeeeeees EQUILIBRATION
2 eeeeeeeeee- EQUILIBRATION
E B i SOLVENT BLANK
b eemeemeeeee- GCMIX-G2 100 NG/ML STD
5 oo GCMIX-G3 60.0 NG/ML STD
6 eemeeeee-- 43767-133
7 e 43767-134
I it 43767-135
9 memeeeeens GCMIX-G4 40.0 NG/ML STD
10 ---emeeooee- 43767-136
1L 43767-137
12 ceeeeenes GCMIX-G5 20.0 NG/ML STD
13 ceeemeeeeees 43767-138
L 43767-139
15 ceseeoeeoee- GCMIX-G6 10.0 NG/ML STD

16 -e-emecenene GCMIX-H7 4.00 NG/ML STD
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SAMPLE INFORMATION

SAMPLE TYPE CALIB UPDATE AMOUNT  NUM BOT

NUMBER LEVEL RT RF INJ NUM
1 Sa -- - - 1.00000 1 1
2 sa -- - - 1.00000 1 2
3 Sa -- - - 1.00000 1 3
4 st 01 N 1.00000 1 4
5 st 02 N I 1.00000 1 5
6 sa ~-- - - 1.00000 1 6
7 Ssa -- - - 1.00000 1 7
8 Sa -- - - 1.00000 1 8
9 st 03 N I 1.00000 1 9

10 sa ~-- - - 1.00000 1 10
1 sa -- - - 1.00000 1 M
12 st 04 N I 1.00000 1 12
13 Sa -- - - 1.00000 1 13
14 Sa -- - - 1.00000 1 14
15 st 05 N I 1.00000 1 15
16 st 06 N 1 1.00000 1 16

USER PARAMETER VALUES

SAMPLE FINAL VOLUME (ML)  FACTOR 1 FACTOR 2
1 1.00000 1.00000 1.00000
2 1.00000 1.00000 1.00000
3 2.00000 37500.00000 125000.00000
4 1.00000 1.00000 1.00000
5 1.00000 1.00000 1.00000
6 2.00000 37500.00000 125000.00000
7 2.00000 37500.00000 125000.00000
8 2.00000 37500.00000 125000.00000
9 1.00000 1.00000 1.00000

10 4.00000 37500.00000 125000.00000
1" 4.00000 37500.00000 125000.00000
12 1.00000 1.00000 1.00000
13 25.00000 581250.00000 62500.00000
14 25.00000 581250.00000 62500.00000
15 1.00000 1.00000 1.00000
16 1.00000 1.00000 1.00000
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SAMPLE
NUMBER

- -

12
13
14
15
16

INTERNAL/DILUTION STANDARDS

1STD1
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

1sTD2
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

PROCESSING ORDER

SAMPLE NUMBER TYPE

Standard
Standard
Standard
Standard
Standard
Standard
Sample
Sample
Sample
Sample
Sample
Sample
Sample
Sample
Sample
Sample

ISTD3
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

pILt
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

DIL2
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

Page 3
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Gas Chromatographic Instrument Parameters Form

ABC Laboratory Study Number: 43767

Customer Identification: ARTF

Instrument: HP 5890 Series II Material ID# 1652-0120
Autoinjector: HP 7673B Material ID# 1625-802A

Column: HP-5MS; 30 M X 0.25 mm, 0.25 um film thickness
Serial#: 57105214

Detector Type: FPD/P

Electrometer: Range 4

Temperatures: Injector (°C): 230
Detector (°C): 230
Column:
Initial Temp.(°C): 95
Initial Time: 1.0 min.

Program Rate 1: 30 °C/min to 230 °C, hold 4 min
Program Rate 2: 40 °C/min to 290 °C, hold 4 min

Carrier Gas Flow Rate: He 1.6 mL/min

Septum Purge: He 2.0 mL/min

Make Up Gas: N, 21 mL/min

Air Flow Rate: 98 mL/min.
Hydrogen Flow Rate: 69 mL/min.

Purge Valve: Off at 0 min, on at 0.75 min
Injection Volume: 2ul

Run Sequence File: Sll‘v\d“ﬁ /5
Quantitation Standards: GOMIX“'C-;J,/ G3, 6‘4, 6-5, éé, H,)

Prepared By: C)/ (41&0 Date: 72 - 7 7

/ —
Checked By: ,&WV/ ﬂ,aa.u/,)‘ Date: 23540 £7
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MCDO [437671 29 SHIRTS15 ABC Laboratories, Inc. Report Date: 03 SEP 97
Results Information Report ver 3.3 Time: 07:16:03
Component Name: DIAZINON Page: 1

CAL. Peak Bad

Sample Name SMP # INJ # RT(mins) Height ng/mL_or ug RANG Type INJ
EQUILIBRATION 1 1 5.96 28511 29.87063 oB ---
EQUILIBRATION 2 1 5.95 36110 37.82870 o8 ---
SOLVENT BLANK 3 1 0.00 0 0.00000 UNDR .-
GCMIX-G2 100 NG/ML STD 4 1 5.95 97805 102.43884 OBF ~---
GCMIX-G3 60.0 NG/ML STD 5 1 5.96 56566 59.25105 oB ---
43767-133 ] 1 5.96 1020 0.64818 UNDR 0B  ---
43767-134 7 1 5.95 8840 5.56184 o8 ---
43767-135 8 1 5.97 8420 5.29786 0 ---
GCMIX-G4 40.0 NG/ML STD 9 1 5.96 37419 39.19984 0 ---
43767-136 10 1 5.97 40031 50.32181 OBF ---
43767-137 1 1 5.96 35889 45.11662 0 ---
GCMIX-GS 20.0 NG/ML STD 12 1 5.96 18523 19.41078 B ---
43767-138 13 1 5.96 38644 9412.12793 OBF ---
43767-139 14 1 5.95 34440 8388.57031 B ---
GCMIX-G6 10.0 NG/ML STD 15 1 5.96 9002 9.43944 0B ---
GCMIX-H7 4.00 NG/ML STD 16 1 5.96 4227 4.43860 o ---



ARTF Study ARF003 Page 388

MCDO (437671 29 SHIRTS1S ABC Laboratories, Inc. Report Date: 03 SEP 97
Results Information Report ver 3.3 Time: 07:16:03
Component Name: MALATHION Page: 1

CAL. Peak Bad

Sample Name SMP_# INJ # RT(mins) Height ng/mL_or ug RANG Type INJ
EQUILIBRATION 1 1 0.00 0 0.00000 UNDR O ---
EQUILIBRATION 2 1 6.81 861 0.96680 UNDR OF ---
SOLVENT BLANK 3 1 0.00 0 0.00000 UNDR 0B  ---
GCMIX-G2 100 NG/ML STD 4 1 6.81 64942 102.93946 o8 ---
GCMIX-G3 60.0 NG/ML STD 5 1 6.82 37261 58.89080 0B ---
43767-133 6 1 0.00 0 0.00000 UNDR 0B  ---
43767-134 7 1 6.81 6189 5.66716 OBF ---
43767-135 8 1 6.82 5709 5.20892 o ---
GCMIX-G4 40.0 NG/ML STD 9 1 6.82 24664 38.84469 0 ---
43767-136 10 1 6.83 26999 51.07144 o8 ---
43767-137 1 1 6.81 24002 45.34953 o ---
GCMIX-G5 20.0 NG/ML STD 12 1 6.82 11899 18.53072 0B ---
43767-138 13 1 6.81 25602 9378.51758 0B ---
43767-139 14 1 6.81 24109 8826.15234 0B ---
GCMIX-G6 10.0 NG/ML STD 15 1 6.82 7289 11.19513 OBF ---
GCMIX-H7 4.00 NG/ML STD 16 1 6.82 2752 3.97486 o ---
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Acquisition and Peak Processing Parameters Report
Version 2
MCDO [43767 1 29 SHIRTS1S
ACQUISITION PARAMETERS

Data Collection :

Length of RUN.ccveveenccnennnnncsennns 14.99 mins

Post Injection Delay.cccveneevrnrecnnas 0.00 mins

Sampling Rate.....ccevrvinrincnenncenes 15.00 Hz
Baseline Offset :

Adjust Baseline......ccenvennecincannen Yes

Baseline Offset.....cccvveuaccenennnnns 10.00 %

PEAK PROCESSING PARAMETERS
Auto Process Parameters :

Peak Threshold......vveeveenccenccansas 0.50
Baseline Test......cecereeennenccaneans 4
Peak Trend....cceeivecrncanncnnnnnnnnns 4
Separation Parameters :
Shoulder Sensitivity...coceceaeanncesan 0.10
Rider Sensitivity..oecieuenieeninnnnnn 0.05
Rejection Parameters :
Minimum Peak Width.......ccccueeunannn.. 0.00 secs
Minimum Peak Height.....cccevecnnanaanns 500.00 uv
Minimum Peak Area......c.eceeecennacens 1000.00 uvs
Ignore Flat Top Peak..oceeerceccacaasnen No
User Imposed Action Control :
Forced Baseline.....cccvreeieneacnneess No
Suppress Integration........cccaveeue.. Yes
Tangent SKimmMing....cceecececacaanannas No
Shoulder Detection......cceeveaccncnnens No
Data BUNChiNg...evuesecarsnscanannncnsna No
Negative Detection......cececurcnannen No
Integration Modes :
Retention Time Integration............. No
Square Root Area and Height............ No

PROCESSING ACTIONS

Time Force Integrate Tangent Bunch
(mins) Baseline Suppress Skim Size
0.00 -- S1 _ 0
5.50 -- ES _ 0
8.00 -- SI 0

Calibration last modified on 3-Sep-1997 at 07:13
Calibration Sequence........ccccucuns AVERAGE

These parameters apply to all injections of set SHIRTS1S

Based on Sample Number : 1

Print Date and Time : 03 SEP 97 07:25:04

Page : 1
Injection Number : 1

Shoutder
Detect

Negative
Detect

with no exceptions
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(437671 29 SHIRTS1S Page 1
Reported on 16-SEP-1997 at 14:56
Modified on 3-SEP-1997 at 07:13 R

/

List Calibration File
CALIBRATION HEADER INFORMATION

Calibration Title : 43767 METHOD VALIDATION

General :

Calibration type...ccccecescnes . External standard

URitS.cneececneneciocacnnnnnaes . ng/mL or ug

Calibration base....ccccecueess . Height
Reference Peak ldentification :

Reference window........cveeeenn 5.0 %

Minimum window.................. 0.50 mins

Peak threshold.................. 0.0 %
Uncalibrated Peaks Response Factor :

Response factor source.......... User set response factor

Response factor.....cecaveeecees 0.0000
Additional Information :

Source library.......c..vevunnn . None

Initialise on 1st standard..... . No

Variation tolerance............. 100.00 %
Calibrant Peak Identification :

Calibrant window.....ceaceenenns 0.15 mins

Calibrant threshold............. 0.0 %
Response Factor Calibration Curve :

Curve fit..cevincernnccncecennns Linear

Force through zero.............. No

X transformation.....cceeeecenss None

Y transformation.....coeeeceaeans None

Weighting....ivieeeeinenmencaannn 1/7¢
Retention Value Calibration Curve :

Curve fit...uovirininncecacacann Linear

Force through zero.............. No

X transformation.....ccceeevaues None

Y transformation................ None

Welghting..voivireiinncnennnaans None
Timed Calibration Curve :

Curve fit.oeieeeeinincnnnenennns Linear

Force through zero.............. No

X transformation....cc.eveesnans None

Y transformation...........c.... None

Weighting..ceeeeeeeincnecenneans None

No group information entered.
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(437671 29 SHIRTS15
Reported on 16-SEP-1997 at 14:56
Modified on 3-SEP-1997 at 07:13

Peak name : DIAZINON

Expected retention time : 5.96 mins (RT range

: 5.89 - 6.03 mins)

Peak window mode.......ceseerans Global
Group name identifier........... “e--
Peak identification mode........ Largest
Must PeaK..eeececcecncannssanans No
Reference peak...c.ovveceesancnns No
Dilution peak...cvviinvaevnnacnas No
Retention standard.............. No
Response factor mode............ Internal Levels
PUP LY. ceenennnessnnncannannnens 100.0000
Calibration Standard Response Calibration
level amount factor count
06 4.0000 1056.6935 1
05 10.0000 900. 1963 1
04 20.0000 926.1683 1
03 40,0000 935.4869 1
02 60.0000 942.7653 1
01 100.0000 1

Peak name : MALATHION
Expected retention time :

978.0494

6.82 mins (RT range : 6.

75 - 6.89 mins)

Peak window mode......cvvevuenns Global
Group name identifier........... ----
Peak identification mode........ Largest
Must peak.....cvccencnnnecccnnas No
Reference peak...eeovenrecnonsns No
Dilution peak.......cc0vvvennnn. No
Retention standard.............. No
Response factor mode............ Internal Levels
PURItY . iiiiiiiiiainsnnnncennnans 100.0000
Calibration Standard Response Calibration
level amount factor count
06 4.0000 687.9252 1
05 10.0000 728.8970 1
04 20.0000 594.9352 1
03 40.0000 616.6037 1
02 60.0000 621.0211 1
01 100.0000 649.4175 1

Page 2
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[43767) 29 SHIRTS16 Page 1
Reported on 5-SEP-1997 at 06:50 :

Modified on &4-SEP-1997 at 13:30
List Run Sequence File

ANALYST NAME......cc0ceen esssses LOREN C. SCHRIER
43767 SHIRTS METHOD VALIDATION (THIRD SET)

ANALYSIS INFORMATION

Analysis name.........ccveenneee SHIRTS16
Method Name.....cveeecccarnnnans SHIRTS16
Calibration name....cceeceeeeunss SHIRTS16
Calibration sequence............ Average Standard
User parameter 1 name........... FINAL VOLUME (ML)
User parameter 2 name........... FACTOR 1
User parameter 3 name........... FACTOR 2

SAMPLE SUMMARY

SAMPLE LIMS ID SAMPLE NAME
NUMBER
1 eeeeemeeeees EQUILIBRATION
I EQUILIBRATION
3 e SOLVENT BLANK
b eeeeeeeeee- GCMIX-G2 100 NG/ML STD
e GCMIX-G3 60.0 NG/ML STD
6 eeeeeeeeee- 43767-140
7 e 43767-141
8 eeeeeeeee- 43767-142
9 e GCMIX-G4 40.0 NG/ML STD
10 ----eeeeeee- 43767-143
LK I 43767-144
12 seeemeseeans GCMIX-G5 20.0 NG/ML STD
L S 43767-145
1 seeeemeeeee- 43767-146
15 cee-eeeeee-- GCMIX-G6 10.0 NG/ML STD
16 ceeeeeeee- GCMIX-H7 4.00 NG/ML STD
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1437671 29 SHIRTS16 Page 2
Reported on 5-SEP-1997 at 06:50
Modified on 4-SEP-1997 at 13:30

SAMPLE INFORMATION

SAMPLE TYPE CALIB UPDATE AMOUNT  NUM BOT

NUMBER LEVEL RT RF INJ NUM
1 sa -- - - 1.00000 1 1
2 Sa -- - - 1.00000 1 2
3 sa -- - - 1.00000 1 3
4 st 01 N I 1.00000 1 4
5 st 02 N I 1.00000 1 5
] Sa -- - - 1.00000 1 é
7 Ssa -- - - 1.00000 1 7
8 Sa -- - - 1.00000 1 8
9 st 03 N 1 1.00000 1 9

10 Sa -- - - 1.00000 1 10
1 Sa -- - - 1.00000 1 N
12 st 04 N I 1.00000 1 12
13 Sa -- - - 1.00000 1t 13
14 Sa -- - - 1.00000 1 14
15 st 05 N I 1.00000 1 15
16 st 06 N I 1.00000 1 16

USER PARAMETER VALUES

SAMPLE FINAL VOLUME (ML)  FACTOR 1 FACTOR 2
1 1.00000 1.00000 1.00000
2 1.00000 1.00000 1.00000
3 2.00000  37500.00000 125000.00000
4 1.00000 1.00000 1.00000
5 1.00000 1.00000 1.00000
6 2.00000  37500.00000 125000.00000
7 2.00000 37500.00000 125000.00000
8 2.00000 37500.00000 125000.00000
9 1.00000 1.00000 1.00000
10 4.00000 37500.00000 125000.00000
1 4.00000 37500.00000 125000.00000
12 1.00000 1.00000 1.00000

13 25.00000 581250.00000 62500.00000
14 25.00000 581250.00000 62500.00000
15 1.00000 1.00000 1.00000
16 1.00000 1.00000 1.00000
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[43767) 29 SHIRTS16
Reported on 5-SEP-1997 at 06:50
Modified on 4-SEP-1997 at 13:30

SAMPLE
NUMBER

-_
- O 0V 0O OV =

b b D b
[ SRV I S VU R 8 ]

INTERNAL/DILUTION STANDARDS

1STD1
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

1sTD2
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

PROCESSING ORDER

SAMPLE NUMBER TYPE

o v

15
16

0 ~N O W N -

11
13
14

Standard
Standard
Standard
Standard
Standard
Standard
Sample
Sample
Sample
Sample
Sample
Sample
Sample
Sample
Sample
Sample

I1STD3
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

DIL1
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

DIL2
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

Page 3
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Gas Chromatographic Instrument Parameters Form

ABC Laboratory Study Number: 43767

Customer Identification: ARTF

Instrument: HP 5890 Series II Material ID# 1652-0120
Autoinjector: HP 7673B Material ID# 1625-802A

Column: HP-5MS, 30 M X 0.25 mm, 0.25 um film thickness
Serial#: 57105214

Detector Type: FPD/P

Electrometer: Range 4

Temperatures: Injector (°C): 230
Detector (°C): 230
Column:
Initial Temp.(°C): 95
Initial Time: 1.0 min.

Program Rate 1: 30 °C/min to 230 °C, hold 4 min
Program Rate 2: 40 °C/min to 290 °C, hold 4 min

Carrier Gas Flow Rate: He 1.6 mL/min

Septum Purge: He 2.0 mL/min

Make Up Gas: N, 21 mL/min

Air Flow Rate: 98 mL/min.
Hydrogen Flow Rate: 69 mL/min.

Purge Valve: Off at 0 min, on at 0.75 min
Injection Volume: 2uL

Run Sequence File: g Ldv; A
Quantitation Standards: C’CMIX'“GZ, G5/ é‘d—/ & 5‘, (s 6., /7’7

Prepared By: C/ é”/o Date: ?’4 ?7

Checked By: J—;Z — Date: 2 %/’7 /
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MCDO [43767] 29 SHIRTS16 ABC Laboratories, Inc. Report Date: 05 SEP 97
Results Information Report ver 3.3 Time: 07:00:55
Component Name: DIAZINON Page: 1

CAL. Peak Bad

Sample Name SMP # INJ # RT(mins) Height ng/mL_or ug RANG Type INJ
EQUILIBRATION 1 1 5.89 20709 21.00309 o8 ---
EQUILIBRATION 2 1 5.88 32590 33.19246 OBF ---
SOLVENT BLANK 3 1 0.00 0 0.00000 UNDR OB  ---
GCMIX-G2 100 NG/ML STD 4 1 5.88 103382 105.82325 o8 ---
GCMIX-G3 60.0 NG/ML S7D 5 1 5.88 55042 56.22749 o ---
43767-140 6 1 0.00 0 0.00000 UNDR O ---
43767-141 7 1 5.89 8488 5.07866 o8 ---
43767-142 8 1 5.88 7074 4.20856 o8 ---
GCMIX-G4 40.0 NG/ML STD 9 1 5.88 37614 38.34644 o8 ---
43767-143 10 1 5.89 34561 42.25714 o8B ---
43767-144 1" 1 5.87 38889 47.58548 oB ---
GCMIX-G5 20.0 NG/ML STD 12 1 5.87 19652 19.91831 0B ---
43767-145 13 1 5.89 56472 13413.94043 o ---
43767-146 14 1 5.87 54315 12899.41016 o ---
GCMIX-G6 10.0 NG/ML STD 15 1 5.89 10116 10.13469 OBF ---
GCMIX-H7 4.00 NG/ML STD 16 1 5.89 4335 4.20382 0 ---
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MCDO [43767] 29 SHIRTS16 ABC Laboratories, Inc. Report Date: 05 SEP 97
Results Information Report ver 3.3 Time: 07:00:55
Component Name: MALATHION Page: 1

CAL. Peak Bad

Sample Name SMP_# INJ # RT(mins) Height ng/mL_or ug RANG Type INJ
EQUILIBRATION 1 1 0.00 0 0.00000 UNDR O ---
EQUILIBRATION 2 1 0.00 0 0.00000 UNDR OB  ---
SOLVENT BLANK 3 1 0.00 0 0.00000 UNDR O ---
GCMIX-G2 100 NG/ML STD 4 1 6.72 66464 103.85123 0B ---
GCMIX-G3 60.0 NG/ML STD 5 1 6.72 36466 56.61256 oB ---
43767-140 6 1 0.00 0 0.00000 UNDR OB  ---
43767-141 7 1 6.73 5966 5.14969 0 ---
43767-142 8 1 6.72 5844 5.03431 og ---
GCMIX-G4 40.0 NG/ML STD 9 1 6.72 25408 39.19811 OBF ---
43767-143 10 1 6.73 23173 42.81533 0B ---
43767-144 1 1 6.70 26241 48.61340 o8B ---
GCMIX-G5 20.0 NG/ML STD 12 1 6.7 12904 19.50835 0B ---
43767-145 13 1 6.72 38705 13982.02441 0B ---
43767-146 14 1 6.7 36248 13082.40723 0B ---
GCMIX-G6 10.0 NG/ML STD 15 1 6.73 8046 11.85731 0 ---
GCMIX-H7 4.00 NG/ML STD 16 1 6.73 2829 3.64283 0 ---
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Acquisition and Peak Processing Parameters Report Print Date and Time : 05 SEP 97 07:06:34
Version 2 Page : 1
MCDO {43767 1 29 SHIRTS16 Based on Sample Number : 1 Injection Number : 1

ACQUISITION PARAMETERS
Data Collection :

Length of RUN....cecieianirsceccccnnnns 14.98 mins

Post Injection Delay.....eceevvececenns 0.00 mins

Sampling Rate.....cccveuinuenrcnannnnns 15.00 Hz
Baseline Offset :

Adjust Baseline...... sessesaasusae seesss Yes

Baseline Offset.......... sisesccssnanes 10.00 %

PEAK PROCESSING PARAMETERS
Auto Process Parameters :

Peak Threshold.....cicvviverneesceansnns 0.50
Baseline Test.....vcvieicaarnnnccananss 4
Peak Trend.....vvieeevcceeeccnnancaanaas 4
Separation Parameters :
Shoulder Sensitivity.....ccoeeesancenes 0.10
Rider Sensitivity...ceciieiennnerceanns 0.05
Rejection Parameters :
Minimum Peak Width...... seesecesacecens 0.00 secs
Minimum Peak Height......cccee. vesennne 500.00 wv
Minimum Peak Area....ccceaeenssccscnesss 1000.00 uvs
Ignore Flat Top PeaK..ucuecoesseonnnnns No
User Imposed Action Control :
Forced Baseline......ciceennnnnnnnnes No
Suppress Integration.......ceceseeecses Yes
Tangent SKimmMing.....cceecescecvccenans No
Shoulder Detection......ccevcerceccnees No
Data Bunching...cvveeciieeasecncaccanss No
Negative Detection...ccceevenssnveonaas No
Integration Modes :
Retention Time Integration............. No
Square Root Area and Height............ No

PROCESSING ACTIONS

Time Force Integrate Tangent Bunch Shoulder Negative
(mins) Baseline Suppress Skim Size Detect Detect
0.00 -- SI _ 0 -- --
5.50 -- ES _ 0 -- --
7.50 -- SI 0 -- --

Calibration last modified on 5-Sep-1997 at 06:54
Calibration Sequence......c.ccccvuveees AVERAGE

These parameters apply to all injections of set SHIRTS16 with no exceptions
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[437673 29 SHIRTS16 Page 1
Reported on 16-SEP-1997 at 14:57
Modified on 5-SEP-1997 at 06:54

List Calibration File

CALIBRATION HEADER INFORMATION

Calibration Title : 43767 METHOD VALIDATION (THIRD SET)

General :

Calibration type....cceceevennn. External standard

UNitS.veereresecenncanaacannnnas ng/mL or ug

Calibration base................ Height
Reference Peak ldentification :

Reference window.....ceceveuvunee 5.0 %

Minimum wWindoW....cevececcanaess 0.50 mins

Peak threshold..ceieeveernnnnann. 0.0 %
Uncalibrated Peaks Response Factor :

Response factor source.......... User set response factor

Response factor......ecoeecucan- 0.0000
Additional Information :

Source library....cceevvvannnenn None

Initialise on 1st standard...... No

Variation tolerance............. 100.00 %
Calibrant Peak Identification :

Calibrant window.....cccveeunnn. 0.15 mins

Catibrant threshold............. 0.0 %
Response Factor Calibration Curve :

Curve fit.oceeceeeoeenncnannnnse Linear

Force through zero.....coeuvuuns No

X transformation................ None

Y transformation..cceeeccennnnas None

Weighting..oceeeaenecaaannnnnnns 1/7¢
Retention Value Calibration Curve :

Curve fit.eeeeiiescesevannnnanns Linear

Force through zero......cocvuv.. No

X transformation........ceevauee None

Y transformation......c.vevvnun. None

Weighting.eeveieevecncnesanenaas None
Timed Calibration Curve :

Curve fit.iieeerinrenncsnrnnnnass Linear

Force through zero......cccveu.. No

X transformation........cceeue-s None

Y transformation......c.ceeuuuune None

Weighting..... seessssaensencanas None

No group information entered.
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[43767] 29 SHIRTS16 Page 2
Reported on 16-SEP-1997 at 14:57
Modified on 5-SEP-1997 at 06:54

Peak name : DIAZINON
Expected retention time : 5.88 mins (RT range : 5.81 - 5.95 mins)

Peak window mode.....ccveusnnaen Global
Group name identifier........... “-e-
Peak identification mode........ Largest
Must peak..oesesesenanacaannnans No
Reference peak....ocveuvannasees No
Dilution peak.ccsevecnavenncnnns No
Retention standard.............. No
Response factor mode............ Internal Levels
Purity....... seesecssenseannnans 100.0000
Calibration Standard Response Calibration
level amount factor count
06 4,0000 1083.7708 1
05 10.0000 1011.5840 1
04 20.0000 982.5911 1
03 40.0000 940.3376 1
02 60.0000 917.3660 1
01 100.0000 1033.8239 1

Peak name : MALATHION
Expected retention time : 6.72 mins (RT range : 6.64 - 6.79 mins)

Peak window mode.........cccvunnn Global
Group name identifier........... ----
Peak identification mode........ Largest
Must peak...ceveevanancvranneses No
Reference peak......cccueceneans No
Dilution peak..sesveecuineeannans No
Retention standard.....c.ceveaens No
Response factor mode............ Internal Levels
PUPILY. i ciiicrcnrcnnnaavnnacanns 100.0000
Calibration Standard Response Calibration
level amount factor count
06 4.0000 707.3414 1
05 10.0000 804.5726 1
04 20.0000 645.2143 1
03 40.0000 635.1918 1
02 60.0000 607.7699 1
01 100.0000 664 .6369 1
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Observatjons and Remarks

Test Material: Diazinon and Malathion Form AC72A (5/4/93)

Study Sponsor: ARTF

Matrices: Various ABC Laboratories, Inc.
7200 E. ABC Lane

Study Number: 43767 Columbia, MO 65202

Study Director: ‘
Loren C. Schrier
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[43767] 29 SHIRTS17
Reported on 5-SEP-1997 at 16:28
Modified on 5-SEP-1997 at 10:10 .

List Run Sequence File

ANALYST NAME......cicevennnnnnne LOREN C. SCHRIER
43767 SHIRTS'METHOD VALIDATION THIRD SET TROUBLESHOOT

ANALYSIS INFORMATION

Analysis Name...cceesacennenecaes SHIRTS17
Method name.....cccvuuee. esenens SHIRTSY7
Calibration name................ SHIRTS17
Calibration sequence............ Average Standard
User parameter 1 name........... FINAL VOLUME (ML)
User parameter 2 name......... .. FACTOR 1
User parameter 3 name........... FACTOR 2

SAMPLE SUMMARY

SAMPLE LIMS ID SAMPLE NAME

NUMBER
1 mmmemmemeee- EQUILIBRATION
2 mmmmmmseese- EQUILIBRATION
3 ememeeceese- SOLVENT BLANK
4  memmeece-e- GCMIX-G2 100 NG/ML STD
5  eeeesesceee- GCMIX-G3 60.0 NG/ML STD
6  eeeseseee-e- 43767-145 RAW EXTRACT 40.0 NG/ML THEOR
7 ssemmsemsees 43767-145 AOT EXTRACT 66.7 NG/ML THEOR
8  meeceeeeee-- 43767-145 FINAL REINJ 10000 UG THEOR
9 smemeemee-e-- GCMIX-G4 40.0 NG/ML STD
10 eeeeeeemeee- 43767-146 RAW EXTRACT 40.0 NG/ML THEOR
L e e 43767-146 AQT EXTRACT 66.7 NG/ML THEOR
12 emmemmoeeee- 43767-146 FINAL REINJ 10000 UG THEOR
13 =eemmmeseee- GCMIX-G5 20.0 NG/ML STD
1% ceseeseee-es GCMIX-G6 10.0 NG/ML STD
15 =eoseeees-e- GCMIX-H7 4.00 NG/ML STD

Page 1
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1437671 29 SHIRTS17

Reported on 5-SEP-1997 at 16:28
Modified on S-SEP-1997 at 10:10

SAMPLE
NUMBER

V0NV W=

- ad el ad b D
N &N - O

SAMPLE

- -
- O VBNV S ENN -

- ad b -
v~ NN

SAMPLE INFORMATION

TYPE CALIB UPDATE

AMOUNT  NUM BOT

LEVEL RT RF INJ NUM
sa -- - - 1.00000 1 1
Sa -- - - 1.00000 1 2
Sa ~-- - - 1.00000 1 3
st 01 N I 1.00000 1 4
st 02 NI 1.00000 1 5
Sa -- - - 1.00000 1 7
Sa -- - - 1.00000 1 7
Sa -- - - 1.00000 1 7
st 03 N 1 1.00000 1 9
sa -- - - 1.00000 1 7
Sa -~ - - 1.00000 1 7
Ssa -- - - 1.00000 1 14
st 04 N I 1.00000 1 15
st 05 N T 1.00000 1 15
st 06 N 1 1.00000 1 16
USER PARAMETER VALUES
FINAL VOLUME (ML)  FACTOR 1 FACTOR 2
1.00000 1.00000 1.00000
1.00000 1.00000 1.00000
2.00000 37500.00000 125000.00000
1.00000 1.00000 1.00000
1.00000 1.00000 1.00000
1.00000 1.00000 1.00000
1.00000 1.00000 1.00000
25.00000 581250.00000 62500.00000
1.00000 1.00000 1.00000
1.00000 1.00000 1.00000
1.00000 1.00000 1.00000
25.00000 581250.00000 62500.00000
1.00000 1.00000 1.00000
1.00000 1.00000 1.00000
1.00000 1.00000 1.00000

Page 2
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1437671 29 SHIRTS17
Reported on 5-SEP-1997 at 16:28
Modified on S5-SEP-1997 at 10:10

SAMPLE
NUMBER

O 00 NNV -

- -
- O

12
13
14
15

INTERNAL/DILUTION STANDARDS

1sTD1
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

1STD2
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

PROCESSING ORDER

SAMPLE NUMBER TYPE

wn o~

Standard
Standard
Standard
Standard
Standard
Standard
Sample
Sample
Sample
Sample
Sample
Sample
Sample
Sample
Sample

1STD3
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

DILT
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

DIL2
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

Page 3
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Gas Chromatographic Instrument Parameters Form

ABC Laboratory Study Number: 43767

Customer Identification: ARTF

Instrument; HP 5890 Series 11 Material ID# 1652-0120
Autoinjector: HP 7673B Material ID# 1625-802A

Column: HP-5MS, 30 M X 0.25 mm, 0.25 um film thickness
Serial#: 57105214

Detector Type: FPD/P

Electrometer: Range 4

Temperatures: Injector (°C): 230
Detector (°C): 230
Column:
Initial Temp.(°C): 95
Initial Time: 1.0 min.

Program Rate 1: 30 °C/min to 230 °C, hold 4 min
Program Rate 2: 40 °C/min to 290 °C, hold 4 min

Carrier Gas Flow Rate: He 1.6 mL/min

Septum Purge: He 2.0 mL/min

Make Up Gas: N, 21 mL/min

Air Flow Rate: 98 mL/min.
Hydrogen Flow Rate: 69 mL/min.

Purge Valve: Off at O min, on at 0.75 min
Injection Volume: 2 ul

Run Sequence File: SHIRTS17
Quantitation Standards:  (+(* . - (-2 €T~ Gé/ H 7

t )= = Ve~
Otlﬁj}; S %

Prepared By: % ] Date: S"%/f %

Checked By: Wb.,\]\; %W Date: <3 Slf 77
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MCDO [43767) 29 SHIRTS17 ABC Laboratories, Inc. Report Date: 05 SEP 97
Results Information Report ver 3.3 Time: 16:35:04
Component Name: DIAZINON Page: 1
CAL. Peak Bad
Sample Name SMP_# INJ # RT(mins) Height ng/mL_or ug RANG Type INJ
EQUILIBRATION 1 1 5.88 38217 38.91909 OBF ---
EQUILIBRATION 2 1 5.89 36867 37.54682 o ---
SOLVENT BLANK 3 1 0.00 0 0.00000 UNDR 0B  ---
GCMIX-G2 100 NG/ML STD 4 1 5.89 99360 101.10185 o8B ---
GCMIX-G3 60.0 NG/ML STD 5 1 5.89 59639 60.70562 o8 ---
43767-145 RAW EXTRACT 40.0 NG/ML THEOR 6 1 5.88 37068 37.75033 oB ---
43767-145 AOT EXTRACT 66.7 NG/ML THEOR 7 1 5.89 59689 60.75629 o8 ---
43767-145 FINAL REINJ 10000 UG THEOR 8 1 5.88 37123 8790.14844 OBF ---
GCMIX-G4 40.0 NG/ML STD 9 1 5.88 37542 38.23278 o8 ---
43767-146 RAW EXTRACT 40.0 NG/ML THEOR 10 1 5.88 38355 39.05951 o8 ---
43767-146 AOT EXTRACT 66.7 NG/ML THEOR 11 1 5.89 57229 58.25479 o8B ---
43767-146 FINAL REINJ 10000 UG THEOR 12 1 5.87 35140 8321.06445 0B ---
GCMIX-G5 20.0 NG/ML STD 13 1 5.88 19402 19.78392 0B ---
GCMIX-G6 10.0 NG/ML STD 14 1 5.89 10021 10.24330 o8B ---
GCMIX-H7 4.00 NG/ML STD 15 1 5.88 3924 4.04320 0BF ---
. N3
W)Y L Extronr | D577 Nprow - S5y
Yoo T,
/40 Y yiia="a Lo & v Y
Moo = c; [ 4 !
ce.”
Fol ei, ¢3¢0
/ "-"—Zi/uo = 297
ey
43707~ /4L Reaow 5./ :
74 > ﬁ 7 ? /
Yo. 0
Aot Euprmet S22 i = .97,
A

Fisd £ey WE 9329% . - 9222
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MCDO [437671 29 SHIRTS17

ABC Laboratories, Inc.

Results Information Report ver 3.3
Component Name: MALATHION

Report Date: 05 SEP 97
Time: 16:35:04

ng/mL_or ug RANG Type

Sample Name SMP_# INJ # RT(mins) Height
EQUILIBRATION 1 1 6.72 26996 42.
EQUILIBRATION 2 1 6.73 25246 39.
SOLVENT BLANK 3 1 0.00 0 0.
GCMIX-G2 100 NG/ML STD 4 1 6.72 62819 99.
GCMIX-G3 60.0 NG/ML STD 5 1 6.73 39000 61.
43767-145 RAW EXTRACT 40.0 NG/ML THEOR [ 1 6.72 24121 37.
43767-145 AOT EXTRACT 66.7 NG/ML THEOR 7 1 6.73 40265 63.
43767-145 FINAL REINJ 10000 UG THEOR 8 1 6.72 26152 9563.
GCMIX-G4 40.0 NG/ML STD 9 1 6.71 24324 38.
43767-146 RAW EXTRACT 40.0 NG/ML THEOR 10 1 6.71 25881 40.
43767-146 AOT EXTRACT 66.7 NG/ML THEOR 11 1 6.73 36883 58.
43767-146 FINAL REINJ 10000 UG THEOR 12 1 6.7 23181 8470.
GCMIX-G5 20.0 NG/ML STD 13 1 6.7 12961 20.
GCMIX-G6 10.0 NG/ML STD 14 1 6.73 7680 11.
GCMIX-H7 4.00 NG/ML STD 15 1 6.71 2354 3.

]9S Rew 319 o 929487
Yov.w
— . ll — &
AoT LS =952
667
; o (¢ 7
i X K 7oL xos T 20
a3t
yZ R a. ¥ xloz = 9585 ¢
L/CI (9]
& A
B o Pl "/
ST e 2§
(6.7
eyIC 5Y. 7 4
F{V\ch’(y\/ _,__._—-—‘ ?t'(Q‘L -
yae @ Cintry & prea~

Page: 1

46839
70023
00000
14506
45940
91951
46076
34082
24033
70466
11058
72656
26280
90845
48158

CAL. Peak Bad

UNDR

0B
0B

OBF
o]
0B
o
0B
OB
OBF
oB
OB
OBF
0B
OBF

my



ARTF Study ARF003

Page 431

Acquisition and Peak Processing Parameters Report
Version 2
MCDO (43767 1 29 SHIRTS17
ACQUISITION PARAMETERS

Data Collection :

Length of Run....ccccevee sesessassscsss 14.99 mins

Post Injection Delay..... tessssssennann 0.00 mins

Sampling Rate.....cccececrcccncnnanvnes 15.00 Hz
Baseline Offset :

Adjust Baseline....c.cevcecannes sessess YOS

Baseline Offset.....ccvcvncnesesnccenns 10.00 X

PEAK PROCESSING PARAMETERS
Auto Process Parameters :

Peak Threshold......ccivrereinnecaannnnn 0.50
Baseline TeSt...uvicecececcnannnronccnns 4
Peak Trend..ceescescecccsansarassncasas 4
Separation Parameters :
Shoulder Sensitivity..coovvinicnenanns 0.10
Rider Sensitivity...ccicieinnenencacanss 0.05
Rejection Parameters :
Minimum Peak Width......cocvviannn... 0.00 secs
Minimum Peak Height......ccvenevoeesnes 500.00 wv
Minimum Peak Area.....c..cceeeeuencncacas 1000.00 uvs
Ignore Flat Top Peak..cvceieeececnesnnan No
User Imposed Action Control :
Forced Baseline....vvceececccesnnccanan No
Suppress Integration....... cesesssasens Yes
Tangent SKimming....cceeeeccacsncscanae No
Shoulder Detection..ccescecscascanrnnes No
Data Bunching.....cececevenncnnnnnannas No
Negative Detection.......... eresranans No
Integration Modes :
Retention Time Integration............. No
Square Root Area and Height............ No

PROCESSING ACTIONS

Time Force Integrate Tangent Bunch
(mins) Baseline Suppress Skim Size
0.00 -- S1 _ 0
5.50 -- ES _ 0
7.50 -- Si 0

Calibration last modified on 5-Sep-1997 at 16:32
Calibration Sequence.......cccvceanns AVERAGE

These parameters apply to all injections of set SHIRTS17

Print Date and Time :

Based on Sample Number : 1

05 SEP 97 16:42:34
Page : 1
Injection Number : 1

Shoulder
Detect

Negative
Detect

with no exceptions
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(437671 29 SHIRTS17 Page 1
Reported on 16-SEP-1997 at 14:57
Modified on 5-SEP-1997 at 16:32
List Calibration File
CALIBRATION HEADER INFORMATION

Calibration Title : 43767 METHOD VALIDATION THIRD SET TROUBLESHOOT

General :

Calibration type......ccvvuun... External standard

UNitS.cennenrencencanssnnnnnnnn ng/mL or ug

Calibration base................ Height
Reference Peak ldentification :

Reference window.....coevcuunn.. 5.0 %

Minimum windoW..ceoeevecneeannns 0.50 mins

Peak threshold.......ccvvueennn. 0.0 %
Uncal ibrated Peaks Response Factor :

Response factor source.......... User set response factor

Response factor.....eeeevneecans 0.0000
Additional Information :

Source library.....cocevceenacn. None

Initialise on 1st standard...... No

Variation tolerance............. 100.00 %
Calibrant Peak Identification :

Calibrant windoW.....cecvuceaan.s 0.15 mins

Catibrant threshold............. 0.0 %
Response Factor Calibration Curve :

Curve fit....... snseseeenananann Linear

Force through zero.......cceuu.. No

X transformation................ None

Y transformation.....cecvsuunaee None

Weighting...cececerenacencnnenssen 17%Y
Retention Value Calibration Curve :

Curve fit..eueeieeenrenarennnnnn Linear

Force through 2ero.......c....... No

X transformation.......c.ovevennne None

Y transformation................ None

Weighting..eeeeeeceernnacnancanan None
Timed Calibration Curve :

Curve fit. . coeeireereranannnnans Linear

Force through zero.......ecou... No

X transformation................ None

Y transformation.....ceceveecease None

Weighting.eeeeeeirernanensanaans None

No group information entered.
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[437671 29 SHIRTS17 Page 2
Reported on 16-SEP-1997 at 14:57
Modified on 5-SEP-1997 at 16:32

Peak name : DIAZINON
Expected retention time : 5.88 mins (RT range : 5.81 - 5.95 mins)

Peak window mode...........c.... Global

Group name identifier........... me--

Peak identification mode........ Largest

Must peak.....cceveveencnncnnnan No

Reference peaK...cceveereeennnns No

Dilution peak...cvevvvneenccnnns No

Retention standard.......cce00ne No

Response factor mode............ Internal Levels

PUPItY. i eineneinnaconnncnanans 100.0000

Calibration Standard Response Calibration
level amount factor count
06 4.0000 981.0254 1
05 10.0000 1002.0516 1
04 20.0000 970.0794 1
03 40,0000 938.5483 1
02 60.0000 993.9828 1
1

01 100.0000 993.5967

Peak name : MALATHION
Expected retention time : 6.72 mins (RT range : 6.64 - 6.79 mins)

Peak window mode......eeveeeanns Global
Group name identifier........... ----
Peak identification mode........ Largest
Must peak...... teecesaennenuaana No
Reference peak....ecvvencennsnne No
Dilution peak.....ccavuinnnnn... No
Retention standard.............. No
Response factor mode............ Internal Levels
PUPI LY. iiecernnecnaccannancannns 100.0000
Calibration Standard Response Calibration
Level amount factor count
06 4.,0000 588.4971 1
05 10.0000 768.0289 1
04 20.0000 648.0377 1
03 40.0000 608.0916 1
02 60,0000 649.9925 1
01 100.0000 628.1922 1
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Observations and Remarks

Test Material: Diazinon and Malathion Form AC72A (5/4/93)
Study Sponsor: ARTF
Matrices: Various ABC Laboratories, Inc.
7200 E. ABC Lane
Study Number: 43767 Columbia, MO 65202
Method Ruggedness Testing Study Director:
Loren C. Schrier

COMMENTS

Two additional sets of the outer dosimeter shirt samples were processed (from the raw
acetone extracts of a third validation set) to demonstrate method ruggedness and
reproducibility at the request of the ARTF Analytical Monitor. The outer dosimeter
method had proven to be difficult to perform and obtain acceptable results, so the additional
data was deemed necessary in support ot the validation package.

— A N
Entered by: 94 o Date: ¥ a 25
Checked by: JWJ Date: 9728

Approved by: %’/’/ ] Date: Moy 74
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[437671 29 SHRTS16A Page 1
Reported on 15-SEP-1997 at 08:22 -
Modified on 12-SEP-1997 at 14:18

List Run Sequence File

ANALYST NAME........ovnnveeennnn JORDAN E. BLINNE
43767 SHIRTS. METHOD VALIDATION (THIRD SET)

ANALYSIS INFORMATION

Analysis name....... ecnvsanaans SHRTS16A
Method name......... PP SHRTS16A
Calibration name.....ccevvnunnas SHRTS16A
Calibration sequence............ Average Standard
User parameter 1 name........... FINAL VOLUME (ML)
User parameter 2 name........... FACTOR 1
User parameter 3 name........... FACTOR 2

SAMPLE SUMMARY

SAMPLE LIMS ID SAMPLE NAME
NUMBER
TR EQUILIBRATION
2 ememceeeeee- EQUILIBRATION
K SR SOLVENT BLANK
4 meemmmeeenae GCMIX-G2 100 NG/ML STD
B eemeeeecee-- GCMIX-G3 60.0 NG/ML STD
6 emeeeeeeeen- 43767-140A
7 memeeeeeeaas 43767-141A
. S 43767-142A
[ PR GCMIX-G4 40.0 NG/ML STD
10 mememeeeens 43767-143A
L £ T 43767-144A
12 meemememmeaa GCMIX-G5 20.0 NG/ML STD
13 eeeeememnens 43767-145A
14  eemmecamooae 43767-146A
15 eecmmemaa- GCMIX-G6 10.0 NG/ML STD
16  meceece-mmee GCMIX-H7 4.00 NG/ML STD
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[43767]1 29 SHRTS16A Page 2
Reported on 15-SEP-1997 at 08:22
Modified on 12-SEP-1997 at 14:18

SAMPLE INFORMATION

SAMPLE TYPE CALIB UPDATE AMOUNT  NUM BOT

NUMBER LEVEL RT RF INJ NUM
1 sa .- - - 1.00000 1 1
2 sa -- - - 1.00000 1 2
3 sa -- - - 1.00000 1 3
4 st 01 N 1 1.00000 1 4
5 st 02 N 1 1.00000 1 5
6 sa - - - 1.00000 1 6
7 sa -~ - - 1.00000 1 7
8 sa - - - 1.00000 1 8
9 st 03 N I 1.00000 1 9

10 sa .- - - 1.00000 1 10
1 sa -- - - 1.00000 1 11
12 st 04 N 1 1.00000 1 12
13 sa .- - - 1.00000 1 13
14 sa -- - - 1.00000 1 14
15 st 05 N I 1.000060 1 15
16 st 06 N 1 1.00000 1 16

USER PARAMETER VALUES

SAMPLE FINAL VOLUME (ML)  FACTOR 1 FACTOR 2
1 1.00000 1.00000 1.00000
2 1.00000 1.00000 1.00000
3 2.00000 37500.00000 125000.00000
4 1.00000 1.00000 1.00000
5 1.00000 1.00000 1.00000
6 2.00000 37500.00000 125000.00000
7 2.00000 37500.00000 125000.00000
8 2.00000 37500.00000 125000.00000
9 1.00000 1.00000 1.00000

10 4.00000 37500.00000 125000.00000
" 4.00000 37500.00000 125000.00000
12 1.00000 1.00000 1.00000
13 25.00000 581250.00000 62500.00000
14 25.00000 581250.00000 62500.00000
15 1.00000 1.00000 1.00000
16 1.00000 1.00000 1.00000
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[43767] 29 SHRTS16A
Reported on 15-SEP-1997 at 08:22
Modified on 12-SEP-1997 at 14:18

SAMPLE
NUMBER

—_ -
- O 000NV NN -

[ R N N G §
o~ WN

INTERNAL/DILUTION STANDARDS

1STD1
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

ISTD2
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

PROCESSING ORDER

SAMPLE NUMBER TYPE

LRV I

Standard
Standard
Standard
Standard
Standard
Standard
Sample
Sample
Sample
Sample
Sample
Sample
Sample
Sample
Sample
Sample

1ST03
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

DIt
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

DIL2
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

Page 3
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Gas Chromatographic Instrument Parameters Form
Multichrom Channel 29

ABC Laboratory Study Number: 43767

Customer Identification: ARTF

Instrument: HP 5890 Series II Material ID# 1625-0163
Autoinjector: HP 7673B Material ID# 1625-802A

Column:  HP-5MS, 30 M X 0.25 mm, 0.25 um film thickness
Serial#: 57105214

Detector Type: FPD/P

Electrometer: Range 4

Temperatures: Injector (°C): 230
Detector (°C): 230
Column:
Initial Temp.(°C): 95
Initial Time: 1.0 min.

Program Rate 1: 30 °C/min to 230 °C, hold 4 min
Program Rate 2: 40 °C/min to 290 °C, hold 4 min

Carrier Gas Flow Rate: He 1.6 mL/min

Septum Purge: He 2.0 mL/min

Make Up Gas: N, 21 mL/min

Air Flow Rate: 98 mL/min.

Hydrogen Flow Rate: 69 mL/min.

Purge Valve: Off at 0 min, on at 0.75 min

Injection Volume: 2 uL

Run Sequence File: 29§ hy 5’/5 e

Quantitation Standards: GCMIX-G29¥GCMIX-G6 Inclusive, GCMIX-H7

R 8]8 235p 57

Prepared By: %7/(\’\ M Date: 2 36/) } 72‘

Checked By: agnnw@cm( Rolcen éﬁﬁrd" Date: <43 ﬁ‘f’ 77
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MCDO [43767] 29 SHRTS16A ABC Laboratories, Inc. Report Date: 15 SEP 97
Results Information Report ver 3.3 Time: 08:32:21
Component Name: DIAZINON Page: 1

CAL. Peak Bad

Sample Name SMP # INJ # RT(mins) Height ng/mL_or ug RANG Type INJ
EQUILIBRATION 1 1 5.66 27595 30.21754 o8B ---
EQUILIBRATION 2 1 5.64 9909 10.34458 o8 ---
SOLVENT BLANK 3 1 0.00 0 0.00000 UNDR OB  ---
GCMIX-G2 100 NG/ML STD 4 1 5.66 87148 97.13506 OBF ---
GCMIX-G3 60.0 NG/ML STD 5 1 5.65 55707 61.80632 o8B ---
43767-140A 6 1 0.00 0 0.00000 UNDR O ---
43767-141A 7 1 5.65 7907 4.85673 0 ---
43767-142A 8 1 5.65 10081 6.32268 o8B ---
GCMIX-G4 40.0 NG/ML STD 9 1 5.65 36246 39.93794 0B ---
43767-143A 10 1 5.64 42220 55.98099 0B ---
43767-144A 1 1 5.65 42466 56.31268 0B ---
GCMIX-G5 20.0 NG/ML STD 12 1 5.65 20029 21.71585 g ---
43767-145A 13 1 5.65 28207 7185.50391 0B ---
43767-146A 14 1 5.65 36307 9301.66992 0B ---
GCMIX-G6 10.0 NG/ML STD 15 1 5.66 9647 10.04998 0B ---
GCMIX-H7 4.00 NG/ML STD 16 1 5.67 3951 3.64959 o8 ---
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MCDO [43767] 29 SHRTS16A ABC Laboratories, Inc. Report Date: 15 SEP 97
Results Information Report ver 3.3 Time: 08:32:21
Component Name: MALATHION Page: 1

CAL. Peak Bad

Sample Name SMP # INJ # RT(mins) Height ng/mt_or ug RANG Type INJ
EQUILIBRATION 1 1 6.43 25295 40.59602 o ---
EQUILIBRATION 2 1 6.41 6819 9.89640 OBF ---
SOLVENT BLANK 3 1 0.00 0 0.00000 UNDR 08  ---
GCMIX-G2 100 NG/ML STD 4 1 6.42 61062 100.02939 o8 ---
GCMIX-G3 60.0 NG/ML STD 5 1 6.41 36639 59.44548 o ---
43767-140A 6 1 0.00 0 0.00000 UNDR OBF ---
43767-141A 7 1 6.42 5620 4.74234 OF ~---
43767-142A 8 1 6.42 6846 5.96409 0B ---
GCMIX-G4 40.0 NG/ML STD 9 1 6.42 24706 39.61823 o ---
43767-143A 10 1 6.41 28101 54.31153 o8B ---
43767-144A 11 1 6.42 30530 59.15369 OBF ---
GCMIX-G5 20.0 NG/ML STD 12 1 6.42 13085 20.30766 0 ---
43767-145A 13 1 6.41 26406 9867.82813 o8 ---
43767-146A 14 1 6.41 25554 9538.70215 OBF ---
GCMIX-G6 10.0 NG/ML STD 15 1 6.42 7633 11.24858 0B ---
GCMIX-H7 4.00 NG/ML STD 16 1 6.43 2989 3.53086 oB ---
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Page 452

Acquisition and Peak Processing Parameters Report
Version 2
MCDO [43767 1 29 SHRTS16A
ACQUISITION PARAMETERS

Data Collection :

Print Date and Time :

Based on Sample Number : 1

Length of RUN..cverereennrenenranncaans 14.99 mins
Post Injection Delay....ccvccuincecnnnnn 0.00 mins
Sampling Rate.....ccvcvvenneccscnanncns 15.00 Hz
Baseline Offset :
Adjust Baseline........ciciiiiinnnanncas Yes
Baseline Offset......coveniievncnccaans 10.00 %
PEAK PROCESSING PARAMETERS
Auto Process Parameters :
Peak Threshold.........ieviiennecnnnnns 0.50
Baseline Test......cccvivcvnnreccnnnans 4
Peak Trend.....ceviirireinncnnscennncns 4
Separation Parameters :
Shoulder Sensitivity...veeieeiennccaans 0.10
Rider Sensitivity.....vieecnninccannan: 0.05
Rejection Parameters :
Minimum Peak Width........ccceivnannn. 0.00 secs
Minimum Peak Height.......ccvvveennees 500.00 wv
Minimum Peak Aread.....evvceeernacncanas 1000.00 uvs
Ignore Flat Top Peak....ccvvveecncnnnes No
User Imposed Action Control :
Forced Baseline.....covveecunncncnnnans No
Suppress Integration............ceuauns Yes
Tangent SKimming.......ceeevccenrccannes No
Shoulder Detection......c.ccvnrnnennnas No
Data Bunching......coeevvcvcnncncnannas No
Negative Detection.....ccvevecenneccnnan No
Integration Modes :
Retention Time Integration............. No
Square Root Area and Height............ No
PROCESSING ACTIONS
Time Force Integrate Tangent Bunch
(mins) Baseline Suppress skim Size
0.00 -- S1 _ 0
5.50 -- ES _ 0
7.50 -- SI 0

Calibration last modified on 15-Sep-1997 at 08:29
Calibration Sequence.....cevveunnaaas AVERAGE

These parameters apply to all injections of set SHRTS16A

Page :
Injection Number :

Shoulder
Detect

Negative
Detect

with no exceptions

15 SEP 97 08:39:27

1
1
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(437671 29 SHRTS16A Page 1
Reported on 16-SEP-1997 at 14:58
Modified on 15-SEP-1997 at 08:29
List calibration File
CALIBRATION HEADER INFORMATION

Calibration Title : 43767 METHOD VALIDATION (THIRD SET)

General :

Calibration type..ccccvevvnnrees External standard

UNitS.eireeeennnnnncanscacansann ng/mL or ug

Calibration base.....cccvcuveennn Height
Reference Peak ldentification :

Reference window..........c.use. 5.0 %

Minimum window.....coneneieenunns 0.50 mins

Peak threshold.....ccevvvnunnnns 0.0 %
Uncalibrated Peaks Response Factor :

Response factor SOUrCe.......... User set response factor

Response factor...c..cceavevanans 0.0000
Additional Information :

Source library....ccceeeee.. .+... NOne

Initialise on 1st standard...... No

Variation tolerance............. 100.00 %
Calibrant Peak Identification :

Calibrant windoW.....cccvuuuennn 0.15 mins

Calibrant threshold........ seees 0.0 %
Response Factor Calibration Curve :

Curve fit.ieevevriecenncannnans Linear

Force through zero......... veeaa NO

X transformation.........cc.vuu. None

Y transformation.........cccau.e None

Weighting...... vessesannane P VA
Retention Value Calibration Curve :

Curve fit...... ereesescertannana Linear

Force through zero......... vee-. NO

X transformation....ceceeveaceee. None

Y transformation.c..eveeecnvenns None

Weighting.eeeeeeeeesannceneveans None
Timed Calibration Curve :

Curve fit.eeiueresseoananaonrnas Linear

Force through zero......... ..e.- NO

X transformation.........cceeeee None

Y transformation................ None

Weighting.eeeeerneeeerncnenaneeee None

No group information entered.
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[43767] 29 SHRTS16A
Reported on 16-SEP-1997 at 14:58
Modified on 15-SEP-1997 at 08:29

Peak name : DIAZINON
Expected retention time : 5.67 mins (RT range : 5.60 - 5.74 mins)

Peak window mode................ Global
Group name identifier........... ----
Peak identification mode........ Largest
MUSt peak..ccecucrncennnsecncens No
Reference peak..... ceccesannneas No
Dilution peak...oceveeeneannness No
Retention standard.............. No
Response factor mode............ Internal Levels
PUFitY.ecvucnnnn. cevesnensaseans 100.0000
Calibration Standard Response Calibration
level amount factor count
06 4.0000 987.7589 1
05 10.0000 964.7012 1
04 20.0000 1001.4479 1
03 40.0000 906.1393 1
02 60.0000 928.4528 1
01 100.0000 871.4769 1

Peak name : MALATHION

Expected retention time : 6.41 mins (RT range : 6.34 - 6.48 mins)

Peak window mode................ Global
Group name identifier........... ----
Peak identification mode........ Largest
Must peak....ocecevenononnananas No
Reference peak....evevrvvenannns No
Dilution peak.....ccavvevennnn.. No
Retention standard........... ... No
Response factor mode............ Internal Levels
PUPItY. it eerennaveccncnnccanans 100.0000
Calibration Standard Response Calibration
level amount factor count
06 4.0000 747 .1442 1
05 10.0000 763.3179 1
04 20.0000 654.2511 1
03 40,0000 617.6580 1
02 60.0000 610.6426 1
01 100.0000 610.6236 1

Page 2
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[43767]1 29 SHRTS16B Page 1
Reported on 16-SEP-1997 at 08:32 (
Modified on 15-SEP-1997 at 13:29

List Run Sequence File

ANALYST NAME......cvcecenennannn LOREN C. SCHRIER
43767 SHIRTS METHOD VALIDATION (FOURTH SET)

ANALYSIS INFORMATION

Analysis Name....c.vevecceacanene SHRTS16B
Method name.....ceeveneenecnanse SHRTS168
Calibration name......cecevunnn. SHRTS168
Calibration sequence............ Average Standard
User parameter 1 name........... FINAL VOLUME (ML)
User parameter 2 name........... FACTOR 1
User parameter 3 name........... FACTOR 2

SAMPLE SUMMARY

SAMPLE LIMS ID SAMPLE NAME
NUMBER
1 memmmmmcee-- EQUILIBRATION
2 ememeeeeee-- EQUILIBRATION
I i SOLVENT BLANK
b eemeemeeeee- GCMIX-G2 100 NG/ML STD
5  eeesece----- GCMIX-G3 60.0 NG/ML STD
6 meseemeeee- 43767-1408
7 eeeeeeeeees 43767-1418
8  a-eeeeeeeeee 43767-1428
9 mmemmeeee-e- GCMIX-G4 40.0 NG/ML STD
10 ceeeeeeeee-- 43767-1438
1M ememeeraens 43767-144B
12 mmeeeeeeee-s GCMIX-GS 20.0 NG/ML STD
13 eeemeoeeeee- 43767-1458
14 meemeeeeeee- 437671468
L GCMIX-G6 10.0 NG/ML STD
16 meemeeeeeee- GCMIX-H7 4.00 NG/ML STD
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[43767] 29 SHRTS168B
Reported on 16-SEP-1997 at 08:32
Modified on 15-SEP-1997 at 13:29

SAMPLE INFORMATION

SAMPLE TYPE CALIB UPDATE
NUMBER LEVEL RT RF
1 Sa -- - -
2 sa ~-- - -
3 Sa -- - -
4 st 01 N 1
5 st 02 N 1
6 sa -- - -
7 Sa -- - -
8 sa -- - -
9 St 03 N I
10 sa -- - -
1 Sa -- - -
12 st 04 N I
13 Sa -- - -
14 Sa -- - -
15 st 05 N 1

16 st 06 N I
USER PARAMETER VALUE
SAMPLE FINAL VOLUME
1 1.00000
2 1.00000
3 2.00000 3
4 1.00000
5 1.00000
6 2.00000 3
7 2.00000 3
8 2.00000 3
9 1.00000
10 4.00000 3
11 4.00000 3
12 1.00000
13
14
15 1.00000
16 1.00000

AMOUNT  NUM BOT
INJ NUM

1.00000 1 1

1.00000 1 2

1.00000 1 3

1.00000 1 4

1.00000 1 5

1.00000 1 6

1.00000 1 7

1.00000 1 8

1.00000 1 9

1.00000 1 10

1.00000 1 N

1.00000 1 12

1.00000 1 13

1.00000 1 14

1.00000 1 15

1.00000 1 16

S

(ML) FACTOR 1 FACTOR 2

1.00000 1.00000
1.00000 1.00000

7500.00000  125000.00000
1.00000 1.00000
1.00000 1.00000

7500.00000 125000.00000

7500.00000  125000.00000

7500.00000  125000.00000
1.00000 1.00000

7500.00000 125000.00000

7500.00000 125000.00000
1.00000 1.00000

1.00000
1.00000

25.00000 581250.00000
25.00000 581250.00000

62500.00000

62500.00000
1.00000
1.00000

Page 2
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[437671 29 SHRTS16B
Reported on 16-SEP-1997 at 08:32
Modified on 15-SEP-1997 at 13:29

SAMPLE
NUMBER

P
- O 0 0O NO WV &N =

S g 4
oW N

INTERNAL/DILUTION STANDARDS

1STD1
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

187D2
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

PROCESSING ORDER

SAMPLE NUMBER TYPE

L IRV I

Standard
Standard
Standard
Standard
Standard
Standard
Sample
Sample
Sample
Sample
Sample
Sample
Sample
Sample
Sample
Sample

1STD3
AMOUNT

.00000
.00000
.00000
.00000
.00000
.00000
.00000
.00000
.00000
.00000
.00000
.00000
.00000
.00000
1.00000
1.00000

- e = 3 e A A 3 e =R A A A

DILT
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

1
1
1
1
1
1

- ek e = = A e =

DIL2
AMOUNT

.00000
.00000
.00000
.00000
.00000
.00000
.00000
.00000
.00000
.00000
.00000
.00000
.00000
.00000
.00000
.00000

Page 3
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Gas Chromatographic Instrument Parameters Form
Multichrom Channel 29

ABC Laboratory Study Number: 43767

Customer Identification: ARTF

Instrument: HP 5890 Series 11 Material ID# 1625-0163
Autoinjector: HP 7673B Material ID# 1625-802A

Column: HP-5MS, 30 M X 0.25 mm, 0.25 um film thickness
Serial#: 57105214

Detector Type: FPD/P

Electrometer: Range 4

Temperatures: Injector (°C): 230
Detector (°C): 230
Column:
Initial Temp.(°C): 95
Initial Time: 1.0 min.

Program Rate 1: 30 °C/min to 230 °C, hold 4 min
Program Rate 2: 40 °C/min to 290 °C, hold 4 min

Carrier Gas Flow Rate: He 1.6 mL/min

Septum Purge: He 2.0 mL/min

Make Up Gas: N, 21 mL/min

Air Flow Rate: 98 mL/min.

Hydrogen Flow Rate: 69 mL/min.

Purge Valve: Off at 0 min, on at 0.75 min

Injection Volume: 2 puL

Run Sequence File: 5 ];r-f S 16 B

Quantitation Standards: GCMIX-G2-*GCMIX-G6 Inclusive, GCMIX-H7

Prepared By: ¢ >/ éuo Date: 7’/ s-7 7

Checked By: Ml

— ~
/ 5&«{@&? Date: 23540 97

¢



Page 469

ARTF Study ARF003

00000°1
0000071
00000700529
00000°00529
00000°1
00000°000521
00000°000521
0000074
00000°00052L
00000° 000521
00000° 000521
00000°1
00000° 1
000007000521
00000° L
00000° 1"

2 ¥01Jv4

¢ Jojaweded JIspn

{ abed

00000° L
00000° L
000007052185
00000° 052185
00000° 1
00000°0052€
00000°00S.€
00000° L
00000°0052%
00000°00S2%
00000°005.%
0000071
00000°1
00000°00S.¢
0000071
000007 L

1 ¥010vd

2 JojauweJed Jasn

0L:1%:80 38 26 d3S 91 :23eqg Joday

00000° L 90 IS 91 QLS TW/9N 00°% ZH-XIWID
00000° | S0 Is sl QLS TW/9N 0701 99-XIWI9
00000" 52 vs vl 8994 -2925%
00000° 52 vs €t 851 -2948Y
00000°1 % 1S 2 QLS /9N 0702 $9-XIWI9
00000° % vs 1L a9yl -29.8Y
00000" vs ol gyl -29.¢%
00000°1 €0 1S 6 aLs TW/9N 0707 %9-XIWI9
00000°2 Vs 8 8291 -29.€Y
00000°2 v 2 aLyL-19.8%
00000°2 v$ 9 2091 -2928%
00000° L 20 is s QLS TW/9N 0°09 £9-XIWID
00000° | 10 1S ¥ QLS W/9N 00L 29-XIWIS
00000°2 VS ¢ JNVI8 LN3IATOS
00000° L Vs 2 NO11V¥8111n03
00000° | vs L NOILV¥E111ND3
(W) 3JWNTOA N4 JoAa7 3dA{ ToN aweN 9)dwes

{ Jajaweded Jasn

€°¢ J2A jJoday uollewdoju] a)dues

*ou] ’satJoledoqge Jgy A9LS1¥HS 62 [29.£%1 OQIW



ARTF Study ARF003 Page 470

MCDO [43767] 29 SHRTS16B ABC Laboratories, Inc. Report Date: 16 SEP 97
Results Information Report ver 3.3 Time: 08:41:10
Component Name: DIAZINON Page: 1

CAL. Peak Bad

Sample Name SMP_# INJ # RT(mins) Height ng/mL_or_ug RANG Type INJ
EQUILIBRATION 1 1 5.66 32583 37.01230 o ---
EQUILIBRATION 2 1 5.66 35386 40.21411 OBF ---
SOLVENT BLANK 3 1 0.00 0 0.00000 UNDR O -
GCMIX-G2 100 NG/ML STD 4 1 5.65 89915 102.48602 o8 ---
GCMIX-G3 60.0 NG/ML STD S 1 5.65 50046 56.95592 o ---
43767-1408 6 1 0.00 0 0.00000 UNDR 0B  ---
43767-1418 7 1 5.65 7958 5.33464 o8 ---
43767-1428 8 1 5.65 8559 5.74679 ofF ---
GCMIX-G4 40.0 NG/ML STD 9 1 5.65 36034 40.95380 0 ---
43767-1438 10 1 5.65 40357 55.06861 0B ---
43767-1448B 1 1 5.66 38139 52.02878 0 ---
GCMIX-G5 20.0 NG/ML STD 12 1 5.65 17222 19.47073 0 ---
43767-1458 13 1 5.65 37202 9831.91504 o8 ---
43767-1468 14 1 5.65 35533 9388.79980 o8 ---
GCMIX-G6 10.0 NG/ML STD 15 1 5.66 9325 10.45187 08 ---
GCMIX-H7 4.00 NG/ML STD 16 1 5.66 3640 3.95989 0 ---
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MCDO [43767) 29 SHRTS16B ABC Laboratories, Inc. Report Date: 16 SEP 97
Results Information Report ver 3.3 Time: 08:41:10
Component Name: MALATHION Page: 1

CAL. Peak Bad

Sample Name SMP_# INJ # RT(mins) Height ng/mL_or ug RANG Type INJ
EQUILIBRATION 1 1 6.43 22304 37.24208 oB ---
EQUILIBRATION 2 1 6.42 25760 43.12037 0B ---
SOLVENT BLANK 3 1 0.00 0 0.00000 UNDR OB  ---
GCMIX-G2 100 NG/ML STD 4 1 6.41 60784 102.70323 o ---
GCMIX-G3 60.0 NG/ML STD 5 1 6.41 33777 56.75921 0 ---
43767-1408 6 1 0.00 0 0.00000 UNDR OBF ---
43767-1418B 7 1 6.62 5878 5.57853 (o] ---
43767-1428 8 1 6.41 5527 5.22022 o8  ---
GCMIX-G4 40.0 NG/ML STD 9 1 6.41 24046 40.20539 o8 ---
43767-1438 10 1 6.41 28772 57.89378 0B ---
43767-1448 11 1 6.42 27075 54.42862 O8F ~---
GCMIX-G5 20.0 NG/ML STD 12 1 6.42 11846 19.45042 0B ---
43767-1458 13 1 6.42 25459 9906.43848 o8B ---
43767-1468 14 1 6.41 25042 9741.42773 oB ---
GCMIX-G6 10.0 NG/ML STD 15 1 6.42 7407 11.89923 0 ---
GCMIX-H7 4.00 NG/ML STD 16 1 6.42 2516 3.57954 OF ---
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Acquisition and Peak Processing Parameters Report Print Date and Time : 16 SEP 97 09:01:15
Version 2 Page : 1
MCDO [43767 1 29 SHRTS168 Based on Sample Number : 1 Injection Number : 1

ACQUISITION PARAMETERS
Data Collection :

Length of RUN. ... iiiiriecinnenncnnnnes 14.99 mins

Post Injection Delay....ccceeencncacacss 0.00 mins

Sampling Rate....cuevvrrvcnreannnsnncan 15.00 Hz
Baseline Offset :

Adjust Baseline.....cvvvercrncannannnns Yes

Baseline Offset.....vceiescecsscannnans 10.00 %

PEAK PROCESSING PARAMETERS
Auto Process Parameters :

Peak Threshold......ccieveviannnnenns ... 0.50
Baseline TeSt....iiverincnncennnnannnes 4
Peak Trend.e.ecesecccseseseseacsnsnnnes 4
Separation Parameters :
Shoulder Sensitivity......covceennnn.. 0.10
Rider Sensitivity.ieeeeerrernccnnnnnces 0.05
Rejection Parameters :
Minimum Peak Width.......coiveeiannn... 0.00 secs
Minimum Peak Height.....oovervcncennnnes 500.00 wv
Minimum Peak Area......ccoececeecincnnns 1000.00 uvs
Ignore Flat Top PeaK.....ccuvcnnanann.. No
User Imposed Action Control :
Forced Baseline......ccvieiincnecnnnnnnn No
Suppress Integration...c.ceecerenecasss Yes
Tangent SKiMMiNg...cocecrcicnsasscesnans No
Shoulder Detection...cccceivnncocncanns No
Data Bunching.....cvreeeienienenenceneas No
Negative Detection.....cceveecucnnanne No
Integration Modes :
Retention Time Integration............. No
Square Root Area and Height............ No

PROCESSING ACTIONS

Time Force Integrate Tangent Bunch Shoulder Negative
(mins) Baseline Suppress skim Size Detect Detect
0.00 -- SI _ 0 -- --
5.50 -- ES _ 0 -- --
7.50 -- SI 0 -- --

Calibration last modified on 16-Sep-1997 at 08:37
Calibration Sequence.......ccvcunuuns AVERAGE

These parameters apply to all injections of set SHRTS168 with no exceptions
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Reported on 16-SEP-1997 at 14:58

Modified on 16-SEP-1997 at 08:37 é;/‘////

List Calibration File
CALIBRATION HEADER INFORMATION

Calibration Title : 43767 METHOD VALIDATION (FOURTH SET)

General :

Calibration type....ccccvcaceens External standard

UnitS.ceurenenevacnaacacaananans ng/mL or ug

Calibration base................ Height
Reference Peak ldentification :

Reference window................ 5.0 %

Minimum windoW....vcvcecaaneanns 0.50 mins

Peak threshold.........ccceuenns 0.0 %
Uncalibrated Peaks Response Factor :

Response factor source.......... User set response factor

Response factor...........eeuune 0.0000
Additional Information :

Source library...ccccecncnennnns None

Initialise on 1st standard...... No

Variation tolerance............. 100.00 %
Calibrant Peak Identification :

Calibrant window......ccc.cnvnens 0.15 mins

Calibrant threshold............. 0.0 %
Response Factor Calibration Curve :

Curve fit.oeeeiiinnininnnaaaans Linear

Force through zero.............. No

X transformation..........ccc... None

Y transformation.......c.ceeeuus None

Weighting...coveeeeinnninnanns 170
Retention Value Calibration Curve :

Curve fit.....coccennen weresenann Linear

Force through zero.............. No

X transformation..........ccev.s None

Y transformation................ None

Weighting.veeeeeeonnncananacnnns None
Timed Calibration Curve :

Curve fit.ieeeernnennennacnnnnns Linear

Force through zero.............. No

X transformation......ccceevunas None

Y transformation.....cccceenvens None

Weighting...ooviveieeannneienncans None

No group information entered.
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(437671 29 SHRTS168
Reported on 16-SEP-1997 at 14:58
Modified on 16-SEP-1997 at 08:37

Peak name : DIAZINON

Expected retention time : 5.67 mins (RT range

: 5.60 - 5.74 mins)

Peak window mode................ Global
Group name identifier........... ----
Peak identification mode........ Largest
Must peak...ccececeenncarnnnscnn No
Reference peak....cceececencnnnn No
Dilution peak..cececaceeonnneans No
Retention standard.............. No
Response factor mode............ Internal Levels
PUPItY. . iciececnaananasneanecns 100.0000
Calibration Standard Response Calibration
level amount factor count
06 4.,0000 909.9860 1
05 10.0000 932.4692 1
04 20.0000 861.1061 1
03 40,0000 900.8483 1
02 60.0000 834.1050 1
01 100.0000 899.1506 1

Peak name : MALATHION

Expected retention time : 6.41 mins (RT range

: 6.34 - 6.48 mins)

Peak window mode.....sceveenrans Global
Group name identifier........... ----
Peak identification mode........ Largest
Must peak.....venneencncacnncans No
Reference peak....covvvcvnnennss No
Dilution peak....ccviaesnenncess No
Retention standard.......ccvceun. No
Response factor mode............ Internal Levels
PUFItY. . ivennrnnanrenanoccnanns 100.0000
Calibration Standard Response Calibration
level amount factor count
06 4.0000 629.1140 1
05 10.0000 740.7032 1
04 20.0000 592.2928 1
03 40.0000 601.1570 1
02 60.0000 562.9522 1
01 100.0000 607.8447 1

Page 2
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Attachment 6. Validation Data for Outer Dermal Dosimeter Pant Method
ARTF-AM-008
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[43767]1 29 PANTS15 Page 1
Reported on 25-AUG-1997 at 08:06
Modified on 24-AUG-1997 at 15:35

,List Run Sequence File

ANALYST NAME......ccccuvneneenns LOREN C. SCHRIER
43767 PANTS METHOD VALIDATION REINJECTION

ANALYSIS INFORMATION

Analysis name....ccovceevecnnnas PANTS15
Method name......ccviiunnnnanes PANTS15
Calibration name.......vsceevens PANTS15
Calibration sequence............ Average Standard
User parameter 1 name........... FINAL VOLUME (ML)
User parameter 2 name........... FACTOR 1
User parameter 3 name........... FACTOR 2

SAMPLE SUMMARY

SAMPLE LIMS ID SAMPLE NAME
NUMBER
1 semmeccceee- EQUILIBRATION
2 mmmseeeeeee- EQUILIBRATION
3 eeemeeeeeee- SOLVENT BLANK
4 emmmmmmeeees GCMIX-G2 100 NG/ML STD
5  eeeeeieeo--- GCMIX-G3 60.0 NG/ML STD
6  memmmeeseees 43767-098
7 memeeeeeenes 43767-099
8  cemmmemeeee- 43767-100
9 memmmmmmesee GCMIX-G4 40.0 NG/ML STD
10 --ceceroe-- 43767-101
L 43767-102
12 semeseesnee- GCMIX-G5 20.0 NG/ML STD
13 mmemeeeenen- 43767-103
14  =-ecemeeseee- 43767-104
15 seeeseeeen-- 43767-107
16 smemeeemee-- GCMIX-G6 10.0 NG/ML STD
17 ==mesmssee-- GCMIX-H7 4.00 NG/ML STD
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[43767] 29 PANTS15
Reported on 25-AUG-1997 at 08:06
Modified on 24-AUG-1997 at 15:35

SAMPLE INFORMATION

SAMPLE TYPE CALIB UPDATE

AMOUNT  NUM BOT

NUMBER LEVEL RT RF INJ NUM
1 Sa ~-- - - 1.00000 1 1
2 Ssa -- - - 1.00000 1 2
3 Sa -- - - 1.00000 1 3
4 st o1 N I 1.00000 1 4
5 st 02 N 1 1.00000 1 5
6 Sa -- - - 1.00000 1 6
7 Sa -- - - 1.00000 1 7
8 Sa -- - - 1.00000 1 8
9 st 03 LI 1.00000 1 9
10 sa -- - - 1.00000 1t 10
1 Ssa -- - - 1.00000 1 1
12 st 04 N 1 1.00000 1 12
13 Sa -~ - - 1.00000 1 13
14 sa -- - - 1.00000 1 14
15 Sa -- - - 1.00000 1 14
16 st 05 I 1.00000 1 15
17 st 06 I 1.00000 1 16
USER PARAMETER VALUES
SAMPLE FINAL VOLUME (ML)  FACTOR 1
1 1.00000 1.00000 1.00000
2 1.00000 1.00000 1.00000
3 2.00000 37500.00000 125000.00000
4 1.00000 1.00000 1.00000
5 1.00000 1.00000 1.00000
6 2.00000 37500.00000 125000.00000
7 2.00000 37500.00000 125000.00000
8 2.00000 37500.00000 125000.00000
9 1.00000 1.00000 1.00000
10 4.00000 37500.00000 125000.00000
" 4.00000 37500.00000 125000.00000
12 1.00000 1.00000 1.00000
13 25.00000 581250.00000 62500.00000
14 25.00000 581250.00000 62500.00000
15 2.00000 37500.00000 125000.00000
16 1.00000 1.00000 1.00000
17 1.00000 1.00000 1.00000

FACTOR 2

Page 2
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[437671 29 PANTS15
Reported on 25-AUG-1997 at 08:06
Modified on 24-AUG-1997 at 15:35

SAMPLE
NUMBER

VOO NNV~ NN -

T S i G Y
NNV WN -0

INTERNAL/DILUTION STANDARDS

I1sTD1-
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

I1STD2
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

PROCESSING ORDER

SAMPLE NUMBER TYPE

Standard
Standard
Standard
Standard
Standard
Standard
Sample
Sample
Sample
Sample
Sample
Sample
Sample
Sample
Sampte
Sample

1STD3
AMOUNT

.00000
.00000
.00000
.00000
.00000
.00000
.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

- ek A A A .2 -2

DILT
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

DIL2
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

Page 3
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[437671 29 PANTS15
Reported on 25-AUG-1997 at 08:06

Modified on 24-AUG-1997 at 15:35

SAMPLE NUMBER TYPE

15 Sample

Page 4
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Gas Chromatographic Instrument Parameters Form

ABC Laboratory Study Number: 43767

Customer Identification: ARTF

Instrument; HP 5890 Series 11 Material ID# 1652-0120
Autoinjector: HP 7673B Material ID# 1625-802A

Column: HP-5MS; 30 M X 0.25 mm, 0.25 um film thickness
Serial#: 57105214

Detector Type: FPD/P

Electrometer: Range 4

Temperatures: Injector (°C): 230
Detector (°C): 230
Column:
Initial Temp.(°C): 95
Initial Time: 1.0 min.

Program Rate 1: 30 °C/min to 230 °C, hold 4 min
Program Rate 2: 40 °C/min to 290 °C, hold 4 min

Carrier Gas Flow Rate: He 1.6 mL/min

Septum Purge: He 2.0 mL/min

Make Up Gas: N, 21 mL/min

Air Flow Rate: 98 mL/min.
Hydrogen Flow Rate: 69 mL/min.

Purge Valve: Off at 0 min, on at 0.75 min
Injection Volume: 2 ul

Run Sequence File: PanTS (5

Quantitation Standards: (0 oy, - (3 6l HD
/

Prepared Byzcﬂ _C“‘““’ _ - Date; €¥A41, 57

Checked By: QS)Q Date: 2-12-9%
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MCDO ([437671 29 PANTS15 ABC Laboratories, Inc. Report Date: 25 AUG 97
Results Information Report ver 3.3 Time: 08:20:50
Component Name: DIAZINON Page: 1

CAL. Peak Bad

Sample Name SMP_# INJ # RT(mins) Height ng/mL or ug RANG Type INJ
EQUILIBRATION 1 1 6.25 45840 48.60006 0B ---
EQUILIBRATION 2 1 6.25 47696 50.55059 o8 ---
SOLVENT BLANK 3 1 0.00 0 0.00000 UNDR 0B  ---
GCMIX-G2 100 NG/ML STD 4 1 6.26 95703 101.01320 OBF ---
GCMIX-G3 60.0 NG/ML STD 5 1 6.26 60262 63.75936 o8B ---
43767-098 6 1 6.25 818 0.76498 UNDR O ---
43767-099 7 1 6.25 9226 6.06743 OBF ---
43767-100 8 1 6.26 8541 5.63592 o8 ---
GCMIX-G4 40.0 NG/ML STD 9 1 6.26 34599 36.78331 o8B ---
43767-101 10 1 6.26 36911 47.05696 o8 ---
43767-102 1 1 6.25 34687 44.25209 o8 ---
GCMIX-GS 20.0 NG/ML STD 12 1 6.26 17677 18.99562 0B ---
43767-103 13 1 6.25 33512 8286.50977 0B ---
43767-104 14 1 6.26 34864 8616.89648 OBF ---
43767-107 15 1 6.25 8263 5.46040 OBf ---
GCMIX-G6 10.0 NG/ML STD 16 1 6.25 8766 9.62929 OBF ~---
GCMIX-H7 4.00 NG/ML STD 17 1 6.26 3847 4.45816 o ---



ARTF Study ARF003 Page 496

MCDO [437671 29 PANTS1S ABC Laboratories, Inc. Report Date: 25 AUG 97
Results Information Report ver 3.3 Time: 08:20:50
Component Name: MALATHION Page: 1

CAL. Peak Bad

Sample Name SMP # INJ # RT(mins) Height ng/mt_or ug RANG Type INJ
EQUILIBRATION 1 1 7.21 28824 50.66461 o8B ---
EQUILIBRATION 2 1 7.21 30581 53.75805 0BF ---
SOLVENT BLANK 3 1 0.00 0 0.00000 UNDR OB  ---
GCMIX-G2 100 NG/ML STD 4 1 7.21 58503 102.90988 o8 ---
GCMIX-G3 60.0 NG/ML STD 5 1 7.21 34771 61.13306 0B ---
43767-098 6 1 0.00 0 0.00000 UNDR O ---
43767-099 7 1 7.21 5463 5.72521 0BF ---
43767-100 8 1 7.21 5226 5.47451 OBF ---
GCMIX-G4 40.0 NG/ML STD 9 1 7.2 21282 37.38878 08 ---
43767-101 10 1 7.21 24456 51.57137 0BF ---
43767-102 1" 1 7.20 22601 47.65205 o8 ---
GCMIX-G5 20.0 NG/ML STD 12 1 7.21 10113 17.72777 OBF ---
43767-103 13 1 7.20 22970 9383.75195 o8 ---
43767-104 14 1 7.22 22470 9179.21777 oB ---
43767-107 15 1 7.21 5573 5.84169 OBF ---
GCMIX-G6 10.0 NG/ML STD 16 1 7.20 6606 11.55490 0B ---
GCMIX-H7 4.00 NG/ML STD 17 1 7.21 2354 4.06990 0BF ---
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Acquisition and Peak Processing Parameters Report Print Date and Time : 25 AUG 97 08:30:17
Version 2 Page : 1
MCDO [43767 1 29 PANTS15 Based on Sample Number : 1 Injection Number : 1

ACQUISITION PARAMETERS
Data Collection :

Length of RUN....ieeeriiinennncnncnnnse 14.99 mins

Post Injection Delay...ccoveecuannnnans 0.00 mins

Sampling Rate.......ceiveeecncinnnnanns 15.00 Hz
Baseline Offset :

Adjust Baseline...c.ccvevenennnnncnnanns Yes

Baseline Offset......... veestsansasnann 10.00 %

PEAK PROCESSING PARAMETERS
Auto Process Parameters :

Peak Threshold......vveeevineeeenncnnss 0.50
Baseline Test....uvviinnerineconnccanns 4
Peak Trend....ccvriniinrerierannacanes 4
Separation Parameters :
Shoulder Sensitivity...cecieeennnnnanse 0.10
Rider Sensitivity.coceuueervensnancnnns 0.05
Rejection Parameters :
Minimum Peak Width......cccociiaian.e. 0.00 secs
Minimum Peak Height......oceviieannnans 500.00 uv
Minimum Peak Area.......ecceccececneans 1000.00 uvs
Ignore Flat Top PeaK...cceveenannnnanes No
User Imposed Action Control :
Forced Baseline......cocvcecennnncnnanan No
Suppress Integration.....cccceeveecunss Yes
Tangent SKiMMiNg.....cevcucceeecnnnenne No
Shoulder Detection.......cvccenccenccne No
Data Bunching......cccevccenievecancnnas No
Negative Detection.......evveeceacnanas No
Integration Modes :
Retention Time Integration............. No
Square Root Area and Height............ No

PROCESSING ACTIONS

Time Force Integrate Tangent Bunch Shoulder Negative
(mins) Baseline Suppress skim Size Detect Detect
0.00 -- S1 _ 0 -- --
5.50 -- ES _ 0 .- .-
8.00 -- S1 1] .- --

Calibration last modified on 25-Aug-1997 at 08:14
Calibration Sequence......c.ccvauunees AVERAGE

These parameters apply to all injections of set PANTS15 with no exceptions
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[43767) 29 PANTS15 Page 1
Reported on 2-SEP-1997 at 15:46
Modified on 25-AUG-1997 at 08:14

List Calibration File

CALIBRATION HEADER INFORMATION

Calibration Title : 43767 PANTS METHOD VALIDATION REINJ

General :

Calibration type...cccceveensenn External standard

UNitS..unvacocsensccesccnancanns ng/mL or ug

Calibration base.......coveuennn Height
Reference Peak identification :

Reference windoM...uenenneenannn 5.0 %

Minimum windoW...eeieeeveennnnns 0.50 mins

Peak threshold...ocvuvneerennnns 0.0 %
Uncal ibrated Peaks Response Factor :

Response factor source.......... User set response factor

Response factor....eecececcencnns 0.0000
Additional Information :

Source library...ccececaaaaaanesn None

Initialise on 1st standard...... No

Variation tolerance.....cccunu... 100.00 %
Calibrant Peak Identification :

Calibrant window.......cccua.n.. 0.15 mins

Calibrant threshold............. 0.0 %
Response Factor Calibration Curve :

Curve fit.ieseeeereccaennaconans Linear

Force through zero.....ceceaeces No

X transformation........ceeeee.. None

Y transformation........ccccee.. None

Weighting.eceeeeeeeoneanannanans 1/77Y
Retention Value Calibration Curve :

Curve fit.ieieeceeencnnnannnnnas Linear

Force through zero.............. No

X transformation..c.ccesnsenecass None

Y transformation.....eeeuveean.. None

Weighting.ueeeeeeesccerersnnesane None
Timed Calibration Curve :

Curve fituiieseececeacnrasnncnnns Linear

Force through zero.............. No

X transformation....cccevuevneane None

Y transformation.....ceceevenen. None

Weighting.eeeeereeercaanneaaanns None

No group information entered.
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[43767]1 29 PANTS15
Reported on 2-SEP-1997 at 15:46
Modified on 25-AUG-1997 at 08:14

Peak name : DIAZINON

Expected retention time : 6.26 mins (RT range :

6.19 - 6.34 mins)

Peak window mode.......ccauuunss Global
Group name identifier........... m---
Peak identification mode........ Largest
MuSt peak....ccceneecncnnnanacnn No
Reference peak....cceevenvecanas No
Dilution peak.eceecveceeocaennns No
Retention standard.......cu0eu.s No
Response factor mode............ Internal Levels
PUFILY. s eciiernsenccscennanranas 100.0000
calibration Standard Response Calibration
level amount factor count
06 4.0000 961.6334 1
05 10.0000 876.6003 1
04 20.0000 883.8251 1
03 40.0000 864.9633 1
02 60.0000 1004 .3625 1
01 100.0000 957.0258 1

Peak name : MALATHION
Expected retention time : 7.22 mins (RT range : 7.14 - 7.29 mins)

Peak window mode.....cuoeuceuanas Global
Group name identifier........... ----
Peak identification mode........ Largest
Must peak.....ccvcecinannennnnan No
Reference peak....cocvvvcnnannns No
Dilution peak...cceveemiuneann.. No
Retention standard.......cccuv.s No
Response factor mode............ Internal Levels
PUr LY. reiineeenonecccnnnnnnanns 100.0000
Calibration Standard Response Calibration
tevel amount factor count
06 4.0000 588.5717 1
05 10.0000 660.6378 1
04 20.0000 505.6534 1
03 40,0000 532.0529 1
02 60.0000 579.5132 1
01 100.0000 585.0341 1

Page 2
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(437671 29 PANTS12
Reported on 22-AUG-1997 at 08:50
Modified on 21-AUG-1997 at 12:43

List Run Sequence File

ANALYST NAME......c.cccecnenenee LOREN C. SCHRIER

43767 PANTS METHOD VALIDATION

ANALYSIS INFORMATION

Analysis name........ccoveennnnn PANTS12
Method Name....ceveeeeernannanss PANTS12
Calibration name....ccecvuecnnns PANTS12
Calibration sequence............ Average Standard
User parameter 1 name........... FINAL VOLUME (ML)
User parameter 2 name........... FACTOR 1
User parameter 3 name........... FACTOR 2

SAMPLE SUMMARY

SAMPLE LIMS ID SAMPLE NAME

NUMBER

. [ EQUILIBRATION

2 eeeeccccca-aa EQUILIBRATION

. S SOLVENT BLANK

4 memcecmeane- GCMIX-G2 100 NG/ML STD
B  ceececcccca- GCMIX-G3 60.0 NG/ML STD
6  ceccecacaana 43767-105

) AP 43767-106

8 ceeemeeeeen- 43767-107)

- GCMIX-G4 40.0 NG/ML STD
10  cecmmecnve-- 43767-108
11 ceccccccana- 43767-109
12 mmemeeene- GCMIX-G5 20.0 NG/ML STD
13 cemmmemeea- 43767-110
14  ccommeceen-- 43767-111
1§ mmmemeceeee- GCMIX-G6 10.0 NG/ML STD

16 ---=e-------- GCMIX-H7 4.00 NG/ML STD

(::)E:L ~ "”JL‘A““, -

. 4 ok
rcu\,«c’ w b £

NTS 15 N

Page 1
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(437671 29 PANTS12 Page 2
Reported on 22-AUG-1997 at 08:50
Modified on 21-AUG-1997 at 12:43

SAMPLE INFORMATION

SAMPLE TYPE CALIB UPDATE AMOUNT  NUM BOT

NUMBER LEVEL RT RF INJ NUM
1 sa -- - - 1.00000 1 1
2 Sa -- - - 1.00000 1 2
3 sa ~-- - - 1.00000 1 3
4 st 01 N 1 1.00000 1 4
5 st 02 N I 1.00000 1 5
é Sa -- - - 1.00000 1 6
7 Sa -- - - 1.00000 1 7
8 sa -- - - 1.00000 1 8
9 st 03 N 1 1.00000 1 9

10 Sa -- - - 1.00000 1 10
b sa -~ - - 1.00000 1 N
12 st 04 N I 1.00000 1 12
13 Sa ~-- - - 1.00000 1 13
14 Sa -- - - 1.00000 1 14
15 st 05 N 1 1.00000 1 15
16 st 06 N I 1.00000 1 16

USER PARAMETER VALUES

SAMPLE FINAL VOLUME (ML)  FACTOR 1 FACTOR 2
1 1.00000 1.00000 1.00000
2 1.00000 1.00000 1.00000
3 2.00000 37500.00000 125000.00000
4 1.00000 1.00000 1.00000
5 1.00000 1.00000 1.00000
6 2.00000 37500.00000 125000.00000
7 2.00000 37500.00000 125000.00000
8 2.00000 37500.00000 125000.00000
9 1.00000 1.00000 1.00000

10 4.00000 37500.00000 125000.00000
11 4.00000 37500.00000 125000.00000
12 1.00000 1.00000 1.00000
13 25.00000 581250.00000 62500.00000
14 25.00000 581250.00000 62500.00000
15 1.00000 1.00000 1.00000
16 1.00000 1.00000 1.00000
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[43767]1 29 PANTS12
Reported on 22-AUG-1997 at 08:50
Modified on 21-AUG-1997 at 12:43

SAMPLE
NUMBER

—_
- O OV O NO WUV &Hr NN -

D D e o -
[ SRV B S VIR (V]

INTERNAL/DILUTION STANDARDS

ISTD1
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

1sSTD2
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

PROCESSING ORDER

SAMPLE NUMBER TYPE

v wn

Standard
Standard
Standard
Standard
Standard
Standard
Sample
Sample
Sample
Sample
Sample
Sample
Sample
Sample
Sample
Sample

1STD3
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

DILY
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

bIL2
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
.00000
.00000
.00000
.00000
1.00000
1.00000
1.00000

[ T I T §

Page 3
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Gas Chromatographic Instrument Parameters Form

ABC Laboratory Study Number: 43767

Customer Identification: ARTF

Instrument;: HP 5890 Series 11 Material ID# 1652-0120
Autoinjector: HP 7673B Material ID# 1625-802A

Column: HP-5MS, 30 M X 0.25 mm, 0.25 um film thickness
Serial#: 56253614

Detector Type: FPD/P

Electrometer: Range 4

Temperatures: Injector (°C): 230
Detector (°C): 230
Column:
Initial Temp.(°C): 95
Initial Time: 1.0 min.

Program Rate 1: 30 °C/min to 230 °C, hold 4 min
Program Rate 2: 40 °C/min to 290 °C, hold 4 min

Carrier Gas Flow Rate: He 1.6 mL/min

Septum Purge: He 2.0 mL/min

Make Up Gas: N, 21 mL/min

Air Flow Rate: 98 mL/min.
Hydrogen Flow Rate: 69 mL/min.

Purge Valve: Off at 0 min, on at 0.75 min
Injection Volume: 2 ul

@

Run Sequence File:  PANTS | L
Quantitation Standards: ¢~ x - G2 7 é—é/ H D

®£""‘(\| Evrpr ZAilr 2//)7;7

Prepared By:% Date: </ 4}/7 /

Checked By: b Date; 212 -9%

F
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00000° 1
00000°1
00000°00529
00000700529
00000°L
000007000521
000007000521
00000°1
00000°000S21
00000°000521
000007000521
00000°
00000°}
000007000521
00000°L
00000° 1 -

2 ¥012vi

¢ Jajouweded Jasn

| abed

00000° L
00000° L
000007052185
00000°0SZ18S
00000° L
000007 005.¢
00000°005.2¢
00000°1L
00000°00S.€
000007 00S.¢
00000°00S.¢
00000° L
000007 L
00000°00S.%
00000° L
00000° 1

| ¥01Jvd

2 Jajauweded Jasn

90:8G°80 1@ 6 DNV g2 taieg IJoday

00000° 1 90 IS 91
00000° 1 S0 IS 1!
00000° 52 Vs 71
00000° S2 Vs €l
0000071 % IS r4}
00000° Y Vs il
00000° % Vs ol
00000° L ¢ 1S 6
00000°2 Vs 8
0000072 Vs 2
0000072 Vs 9
0000071 20 1S 1
00000° | 10 1S Y
00000°2 Vs €
00000° 1 Vs 4
00000° 1 vs {
(W) 3WNTOA TVYNId J9Aa7 adk] “oN

| Jajauweded Jaasn

§€°¢ JaA 1doday uoijewdoju] ayduwes
*ouj ‘sajJoledsoqe Jgy

als TW/ON 00"y ZH-XIWD9

ais TW/5N 0°0L 99-XIKI9

LL1-29.8%

0LL-29.8%

als TW/9N 0702 S9-XIWID

60L-29.¢Y

801-49.8Y

als TW/9N 0°0% %9-XIWI9

201-29.¢%

901-49.8Y

S0L-29.%%

ats /SN 0709 £9-X1WID

dis TW/9N 001 29-XIWJ9
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MCDO [43767) 29 PANTS12 ABC Laboratories, Inc. Report Date: 22 AUG 97
Results Information Report ver 3.3 Time: 08:58:04
Component Name: DIAZINON Page: 1

. CAL. Peak Bad
Sample Name SMP_# INJ # RT(mins) Height NG/ML RANG Type INJ

EQUILIBRATION 1 1 5.48 116835 112.87520 OVER OB  ---
EQUILIBRATION 2 1 5.47 67310 65.03193 0B ---
SOLVENT BLANK 3 1 0.00 0 0.00000 UNDR OB  ---
GCMIX-G2 100 NG/ML STD 4 1 5.48 104038 100.51279 o ---
GCMIX-G3 60.0 NG/ML STD 5 1 5.48 60474 58.42816 oB ---
43767-105 6 1 5.48 1042 0.60901 UNDR OB  ---
43767-106 7 1 5.48 9371 5.43685 0 ---
43767-107 8 1 5.48 9648 5 .5971@ o8 ---
GCMIX-G4 40.0 NG/ML STD 9 1 5.47 41469 40.06931 o ---
43767-108 10 1 5.48 38526 44.67090 og ---
43767-109 1 1 5.47 43511 50.45033 o ---
GCMIX-G5 20.0 NG/ML STD 12 1 5.48 22048 21.3077M OBF ---
43767-110 13 1 5.48 37989 8534.36719 oB ---
43767-111 14 1 5.49 41160 9246.58887 o8 ---
GCMIX-G6 10.0 NG/ML STD 15 1 5.47 10295 9.95406 OfF ---
GCMIX-H7 4.00 NG/ML STD 16 1 5.47 3985 3.85869 0B ---
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MCDO [43767]1 29 PANTS12 ABC Laboratories, Inc. Report Date: 22 AUG 97
Results Information Report ver 3.3 Time: 08:58:04
Component Name: MALATHION Page: 1

CAL. Peak Bad

Sample Name SMP_# INJ # RT(mins) Height NG/ML RANG Type INJ
EQUILIBRATION 1 1 6.19 72051 110.07915 OVER OB ---
EQUILIBRATION 2 1 6.18 42888 65.23362 OB ---
SOLVENT BLANK 3 1 0.00 0 0.00000 UNDR OB  ---
GCMIX-G2 100 NG/ML STD 4 1 6.19 64424 98.35173 oB ---
GCMIX-G3 60.0 NG/ML STD 5 1 6.19 38257 58.11187 OBF ---
43767-105 6 1 0.00 0 0.00000 UNDR OB  ---
43767-106 7 1 6.20 6208 5.29656 0B ---
43767-107 8 1 6.19 7264 6.27104 0B ---
GCMIX-G4 40.0 NG/ML STD 9 1 6.18 27908 42.19673 08 ---
43767-108 10 1 6.19 28922 52.50805 OB ---
43767-109 1 1 6.19 29879 54.27422 OB ---
GCMIX-G5 20.0 NG/ML STD 12 1 6.19 14236 21.17280 0 ---
43767-110 13 1 6.19 26946 9466.93457 OB ---
43767-111 % 1 6.20 28436 9999.71680 OBF ---
GCMIX-G6 10.0 NG/ML STD 15 1 6.18 7883 11.40327 OB  ---
GCMIX-H7 4.00 NG/ML STD 16 1 6.18 2619 3.30819 0B ---

@9,,& POV ST Ex_ﬂ\}';,ir:-j‘(.g
.M‘(ay\—[‘aﬂ /béak l—‘;ﬂJ&‘iep'
%/2.593/’7
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Acquisition and Peak Processing Parameters Report Print Date and Time : 22 AUG 97 09:07:27
Version 2 Page : 1
MCDO [43767 1 29 PANTS12 Based on Sample Number : 1 Injection Number : 1

ACQUISITION PARAMETERS
Data Collection :

Length of RUN.....cvveceeccnnnnsncasnns 14.99 mins

Post Injection Delay....... sramsananses 0.00 mins

Sampling Rate...... esseans csesasssnnna 15.00 Hz
Baseline Offset :

Adjust Baseline............ ressassasnse Yes

Baseline Offset............ seescesannan 10.00 %

PEAK PROCESSING PARAMETERS
Auto Process Parameters :

Peak Threshold............. detieesasens 0.10
Baseline Test...uinveienicienncennnanns 4
Peak Trend....ccvcmrnnerincnneannnnns 4
Separation Parameters :
Shoulder Sensitivity....... teesenananan 0.10
Rider Sensitivity....cccc.. reeeeaanaann 0.05
Rejection Parameters :
Minimum Peak Width......... ceesannnaans 0.00 secs
Minimum Peak Height...cocuvvenncerenenan 500.00 uwv
Minimum Peak Area.......... seesessanann 1000.00 uvs
Ignore Flat Top Peak....... cesesennenes No
User Imposed Action Control :
Forced Baseline............ ceesenennaca No
Suppress Integration....... tecesnasnnen Yes
Tangent Skimming.......cccivvcennnanns No
Shoulder Detection......... eesecnnanse No
Data Bunching...... P feeensacnnns No
Negative Detection......... veeecesseans No
Integration Modes :
Retention Time Integration............. No
Square Root Area and Height............ No

PROCESSING ACTIONS

Time Force Integrate Tangent Bunch Shoulder Negative
(mins) Baseline Suppress Skim Size Detect Detect
0.00 -- SI _ 0 .- --
5.00 -- ES _ 0 -- --
7.00 -- St 0 -- --

Calibration last modified on 22-Aug-1997 at 08:54
Calibration Sequence....... veseeaa .. AVERAGE

These parameters apply to all injections of set PANTS12 with no exceptions
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[43767) 29 PANTS12 Page 1
Reported on 2-SEP-1997 at 15:47

Modified on 22-AUG-1997 at 08:5?///A

CALIBRATION HEADER INFORMATION

List Calibration File

Calibration Title : 43767 OUTER DOSIMETERS PANTS METHOD VALIDATION

General :

Calibration type....cccecuueeeses External standard

UNitS..eernnceesncacncncsasananne NG/ML

Calibration base..........cccv... Height
Reference Peak Identification :

Reference WindoW.....oceceeeenn. 5.0 %

Minimum Window....oeeseeceneanes 0.50 mins

Peak threshold.........cccuc.... 0.0 %
Uncal ibrated Peaks Response Factor :

Response factor SoUrCe.....ee... User set response factor

Response factor.....ceoeeecceses 0.0000
Additional Information :

Source library.....ccceeececenes None

Initialise on 1st standard...... No

Variation tolerance............. 100.00 %
Calibrant Peak Identification :

Calibrant windowW....ccccveeeenss 0.15 mins

Calibrant threshold............. 0.0 %
Response Factor Calibration Curve :

Curve fit.ioeeeencnrnanseosnnans Linear

Force through zero.........ce... No

X transformation........ccccueen None

Y transformation.....ceeceecesns None

Weighting..oceeeecnecrnseoacnaas 1/7Y
Retention Value Calibration Curve :

Curve fit.cieeeeccencnancenconns Linear

Force through zero.....cveeeeess No

X transformation......c.eeeeeanan None

Y transformation......ccucevnunan None

Weighting...oeeereenrncnenananees None
Timed Calibration Curve :

Curve fiticeesaeeooesanenannacss Linear

Force through zero.............. No

X transformation.......cceeecsss None

Y transformation.......ccceecue.e None

Weighting...ocveevevannencananas None

No group information entered.
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Page 531

[43767]1 29 PANTS12
Reported on 2-SEP-1997 at
Modified on 22-AUG-1997 at

Peak name : DIAZINON

Expected retention time : 5.50 mins (RT range : 5.43 - 5.57 mins)

15:47
08:54

Peak window mode................ Global
Group name identifier........... ----
Peak identification mode........ Largest
MuSt peak..eccecanccencnnnannans No
Reference peak...ccuvvcceceansnss No
Dilution peak.eeseveccacscnnnnas No
Retention standard.............. No
Response factor mode..... ceserne Internal Levels
PUP LY. eieenceanscnncncacscnnas 100.0000
Calibration Standard Response Calibration
level amount factor count
06 4.0000 996.3270 1
05 10.0000 1029.5018 1
04 20,0000 1102.3961 1
03 40,0000 1036.7319 1
02 60.0000 1007.8953 1
01 100.0000 1040.3826 1

Peak name : MALATHION

Expected retention time :
Peak window mode....
Group name identifie
Peak identification
Must peak...........
Reference peak......
Dilution peak.......
Retention standard..

calibration Standard
level amount
06 4.0000
05 10.0000
04 20.0000
03 40.0000
02 60.0000
01 100.0000

6.20 mins (RT range : 6.13 - 6.27 mins)

Feveoncanans
mode........

Response
factor
654.6974
788.2930
711.7968
697.6888
637.6163
644 .2449

Global
Largest
No
No
No
No
Internal Levels
100.0000
Calibration
count
1
1
1
1
1
1

Page 2
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Attachment 7. Validation Data for OVS Air Tube Method ARTF-AM-009
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Observations and Remarks

Test Material: Diazinon and Malathion Form AC72A (5/4/93)

Study Sponsor: ARTF

Matrices: Various ABC Laboratories, Inc.
7200 E. ABC Lane

Study Number: 43767 Columbia, MO 65202

Study Director:
Loren C. Schrier

COMMENTS

Method and notes for OVS Air Sampling Tubes Method Validation
(This description based on documentation provided by Horizon Laboratories)

1) Fortify control OVS tubes using 10 uL syringes (Hewlett Packard P/N 5181-1267 or
equivalent) just under the glass fiber filter on top of the ‘front’ resin layer. Allow 30
minutes for spiking solvent to evaporate. For validation purposes, do not pump air
through the tube at 1.5 L/min as was performed during method development.

3o
2) Carefully transfer the entire contents of the samples to F-mL culture tubes, o For
validation, the ‘front’ and ‘back’ sample components are not separated @ Place T8mL

of acetone into all the culture tubes. Riws2 o¥s tuhes
wirh 3 -l ¢f aw“‘%l}
3) Vortex the samples vigorously for approximately 15 seconds, and transfer the extracts

to 125-mL flat-bottomed evaporation flasks. Repeat the extraction two more times with
10 mL of acetone, combining the extracts in the appropriate flasks. Rotary evaporate
the flasks to dryness, and reconstitute the samples in the appropriate volume of 1.5%
DEGDEE in acetone for GC/FPD analysis.

@F Ve _2-14) A g6 113)

Checked by: @C@ Date:_7-2%-77

——

Approved b)"—;;zy_‘/ Date: (L EA74

Entered by: %‘-« C —;/-——" Date: ?T,J??7
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[43767]1 29 T67XAD2
Reported on 10-JUL-1997 at 15:59
Modified on 10-JUL-1997 at 09:11

o/({

List Run Sequence File

ANALYST NAME....ccvavunnnnsnnns . CY Guo
43767 XAD Air Tubes Set 1

ANALYSIS INFORMATION
Analysis name.......ceeavcans ..s T6TXAD2
Method name......cccvenencanannn T67XAD2
Calibration name.......cecevoeae 767XAD2
Calibration sequence...cceeeeees Average Standard
User parameter 1 name.....cecu.- Final Volume
User parameter 2 name.....c..c...+ Factor 1
User parameter 3 Nam€.....ecesse Factor 2

SAMPLE SUMMARY

SAMPLE LIMS ID SAMPLE NAME

NUMBER
1 =emmeeecee-- Solvent Blank
2 ceemeemmeee- GCMIX-1 NOMINAL 100 ng/mL
3 eeeemeene-e- GCMIX-2 NOMINAL 60 ng/mL
b ceeemesen-e- 43767-057
5  ceeeeerseo-- 43767-058
6  meeee--ee--- 43767-059 6>
7  sememecee--- GCMIX-3 NOMINAL 40 ng/mlL
8 ----emeee--- 43767-060
9 eeeeeenee 43767-061
L[ GCMIX-4 NOMINAL 20 ng/mi
1M ----eeeeee-- 43767-062
12 --mmmeeeees 43767-063
13 cmmeemeeeees GCMIX-5 NOMINAL 10 ng/mL
L GCMIX-6 NOMINAL 4 ng/mL

O DA
> ’\~,54& ; g,;;.

I

N

\ﬁ/

1ed
3

— T '/7‘1/4‘;7
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[437671 29 767XAD2
Reported on 10-JUL-1997 at 15:59
Modified on 10-JUL-1997 at 09:11

SAMPLE INFORMATION

SAMPLE  TYPE CALIB UPDATE AMOUNT  NUM BOT
NUMBER LEVEL RT RF INJ NUM
1 sa -- - - 1.00000 1 1
2 st 01 N 1 1.00000 1 2
3 st 02 N 1 1.00000 1 3
4 sa .- - - 1.00000 1 4
5 sa -- - - 1.00000 1 S
6 sa -- - - 1.00000 1 6
7 st 03 N I 1.00000 1 7
8 sa -- - - 1.00000 1 8
9 sa -~ - - 1.00000 1 9
10 st 046 N I 1.00000 1 10
1 sa -- - - 1.00000 1 11
12 sa .- - - 1.00000 1 12
13 st 05 1 1.00000 1 13
1% st 06 N 1 1.00000 1 14
USER PARAMETER VALUES
SAMPLE FINAL VOLUME  FACTOR 1 FACTOR 2
1 1.00000 1.00000 1.00000
2 1.00000 1.00000 1.00000
3 1.00000 1.00000 1.00000
4 1.00000 1.00000 1.00000
5 1.00000 1.00000  1000.00000
6 1.00000 1.00000  1000.00000
7 1.00000 1.00000 1.00000
8 15.00000 1.00000  1000.00000
9 15.00000 1.00000  1000.00000
10 1.00000 1.00000 1.00000
" 25.00000 25.50000 500.00000
12 25.00000 25.50000 500.00000
13 1.00000 1.00000 1.00000
14 1.00000 1.00000 1.00000

@b.L#r) Eyrer —
_S;[L,¢,i49 Se r6cs.
Corratad €>7 ZL-

o /?f,};z
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[43767) 29 767XAD2
Reported on 10-JUL-1997 at 15:59
Modified on 10-JUL-1997 at 09:11

SAMPLE
NUMBER

- -
- 0O VO ~NOWVHUWN-=

- b -2
s UWN

INTERNAL/DILUTION STANDARDS

1sTD1
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

1sTD2
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

PROCESSING ORDER

SAMPLE NUMBER TYPE

Standard
Standard
Standard
Standard
Standard
Standard
Sample
Sample
Sample
Sample
Sample
Sample
Sample
Sample

ISTD3
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

DIt
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

DIL2
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

Page 3
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Gas Chromatographic Instrument Parameters Form

ABC Laboratory Study Number: 43767
Customer Identification: ARTF

Instrument: HP 5890 Series I  Material ID# 1652-0120

Autoinjector: HP 7673B Material ID# 1652-802A
Column: HP-5MS, 30 M X 0.25 mm, 0.25 um film thickness
Serial#: 56253614
Detector Type: FPD/P
Electrometer: Range 4
Temperatures: Injector (°C): 230
Detector(°C): 230
Column:
Initial Temp. (°C): 95
Initial Time: 1.0 min.

Program Rate 1: 30 °C/min to 230 °C, hold 4 min
Program Rate 2: 40 °C/min to 290 °C, hold 4 min

Carrier Gas Flow Rate: He 1.6 mL/min

Septum Purge: He 2.0 mL/min
Make Up Gas: N, 21 mL/min
Air Flow Rate: 98 mL/min
Hydrogen Flow Rate: 69 mL/min
Purge Valve: Off at 0 min, on at 0.75 min

Injection Volume: 2 puL

Quantitation Standard ID(s) # GCM(X’), -2, -3, '4, 'f.'{

Run Sequence File NEIXADZ

Prepared by , C /Y Ereo Date: ]- /0 77
Checked by X (A~ : Date: 17Tt 7
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MCDO [43767] 29 767XAD2 ABC Laboratories, Inc. Report Date: 19 JUL 97
Results Information Report ver 3.3 Time: 14:39:04
Component Name: DIAZINON Page: 1

CAL. Peak Bad

Sample Name SMP # INJ # RT(mins) Height ng/mL_or ug RANG Type INJ
Solvent Blank 1 1 0.00 0 0.00000 UNDR © ---
GCMIX-1 NOMINAL 100 ng/mL 2 1 5.95 100925 100.10172 o8 ---
GCMIX-2 NOMINAL 60 ng/mL 3 1 5.95 59581 58.92944 o8 ---
43767-057 4 1 5.95 1367 0.00096 UNDR 0B  ---
43767-058 5 1 5.96 12919 0.01246 <:> o ---
43767-059 6 1 5.95 14280 0.0138 0 ---
GCMIX-3 NOMINAL 40 ng/mL 7 1 5.94 4137 40.79499 o8 ---
43767-060 8 1 5.97 67959 1.00909" B ---
43767-061 9 1 5.95 66945 0.99394 0B ---
GCMIX-4 NOMINAL 20 ng/mL 10 1 5.97 18672 18.19110 0B ---
43767-062 1 1 5.96 61709 77.83756 o8 ---
43767-063 12 1 5.96 79936 100.97964 o8 ---
GCMIX-5 NOMINAL 10 ng/mL 13 1 5.96 10543 10.09581 o8B ---
GCMIX-6 NOMINAL 4 ng/mL 14 1 5.96 4593 4.17056 o8 ---

DDt b o - rabhonl b i
Np:mo .ﬂ/?fwyf 7
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MCDO [43767]1 29 767XAD2 ABC Laboratories, Inc. Report Date: 19 JuL 97
Results Information Report ver 3.3 Time: 14:39:04
Component Name: MALATHION Page: 1

CAL. Peak Bad

Sample Name SMP_# INJ # RT(mins) Height ng/mL_or ug RANG Type INJ
Solvent Blank 1 1 0.00 0 0.00000 UNDR O ---
GCMIX-1 NOMINAL 100 ng/mL 2 1 6.82 68295 103.67780 o ---
GCMIX-2 NOMINAL 60 ng/mL 3 1 6.81 38939 59.06284 o8B ---
43767-057 4 1 0.00 0 0.00000 UNDR OF ---
43767-058 5 1 6.82 7859 0.01183 OBF ---
43767-059 6 1 6.81 8958 0.01350 o8 ---
GCMIX-3 NOMINAL 40 ng/miL 7 1 6.80 28368 42.99615 oB  ---
43767-060 8 1 6.83 47831 1.08864- 0B ---
43767-061 9 1 6.81 46240 1.05238 0B ---
GCMIX-4 NOMINAL 20 ng/mL 10 1 6.83 12484 18.85458 OF ---
43767-062 1 1 6.82 53558 103.63291 OBF ---
43767-063 12 1 6.82 54008 104.50441 o8 ---
GCMIX-5 NOMINAL 10 ng/mL 13 1 6.82 6722 10.09785 OBF ~---
GCMIX-6 NOMINAL 4 ng/mL 14 1 6.82 2940 4.35018 o] ---

Nepuvrd 2o 175 v257
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Acquisition and Peak Processing Parameters Report Print Date and Time : 19 JUL 97 14:46:06
Page : 1
MCDO (43767 1 29 767XAD2 Based on Sample Number : 1 Injection Number : 1

ACQUISITION PARAMETERS
Data Collection :

Length of Run.......c0ccvuun.. erseannes 14.96 mins
Post Injection Delay...cceveeecnnanenes 0.00 mins
Sampling Rate...c.ceesecencncenns eeeess 15.00 Hz

PEAK PROCESSING PARAMETERS
Auto Process Parameters :

Peak Threshold......coceccvniacacnannes 0.50
Baseline Test...ccceeereeveasecscennces 4
Peak Trend.....c...se sesessseasnnnana I 3
Separation Parameters :
Shoulder Sensitivity....icceivnnrenenes 0.10
Rider Sensitivity..ceueuseean eresaaene 0.05
Rejection Parameters :
Minimum Peak Width....ccvveviincnnneans 0.00 secs
Minimum Peak Height....ccievnvaenanaans 0.00 uv
Minimum Peak Area.....cceveeeccacansces 2000.00 uvs
Ignore Flat Top PeaK...covcvceiannaannns No
User Imposed Action Control :
Forced Baseline...... sesrsesencncsancan No
Suppress Integration......ceecevavenass Yes
Tangent Skimming..... teseacsssnrasasane No
Shoulder Detection....ccccivicuaccnanes No
Data Bunching......cvveeecccsnsccseanns No
Negative Detection....eeivenecececnnnns No
Integration Modes :
Retention Time Integration........c.... No
Square Root Area and Height....... eesss YES

PROCESSING ACTIONS

Time Force Integrate Tangent Bunch Shoulder Negative
(mins) Baseline Suppress Skim Size Detect Detect
0.00 -- ss _ 0 -- --
5.30 -- ES _ 0 -- --
7.50 -- sI 0 -- --

These parameters apply to all injections of set 767XAD2 with no exceptions
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(437671 29 767XAD2 Page 1
Reported on 21-JUL-1997 at 08:06
Modified on 19-JUL-1997 at 14:35

List Calibration File

CALIBRATION HEADER INFORMATION

Calibration Title : 43767 XAD Air Tubes Set 1

General :

Calibration type....c.ccaveeas ... External standard

UNitS.ienernrencesncannanes wee-. Ng/mL or ug

Calibration base......c.ccuao... Height
Reference Peak Identification :

Reference window........ N 5.0 %

Minimum window.........coceeua.. 0.50 mins

Peak threshold.................. 0.0 %
Uncalibrated Peaks Response Factor :

Response factor SOUFCE.......... User set response factor

Response factor........ eeeaenen 0.0000
Additional Information :

Source library............... ... None

Initialise on 1st standard...... No

Variation tolerance...... [ 100.00 %
Calibrant Peak Identification :

Calibrant window.......cccvunn.. 0.10 mins

Calibrant threshold............. 0.0 %
Response Factor Calibration Curve :

Curve fit.iiiiiieinniiernnnnanns Linear

Force through zero.............. No

X transformation................ None

Y transformation.....c.cevveeuse None

Weighting...ocerenennaann eeesas 179
Retention Value Calibration Curve :

Curve fit.iieeeeeriinnceanaesnans Linear

Force through zero.............. No

X transformation........c.coua.. None

Y transformation........ e None

Welghting..o oo eeeieieennnnnns None
Timed Calibration Curve :

Curve fitiiiiieieirinrnenanennns Linear

Force through zero.............. No

X transformation........ ceresaes None

Y transformation.....ceeveunenns None

Weighting.....ooiecinnnnnn. .... None

No group information entered.
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Modified on 19-JUL-1997 at 14:35

Peak name : DIAZINON

Expected retention time : 5.97 mins (RT range : 5.92 - 6.02 mins)

Peak window mode................ Global
Group name identifier........... .---
Peak identification mode........ Largest
MUuSt peak...ocevreeenanacananans No
Reference peak......ccvvaennannns No
Dilution peak..veseeenesnanenons No
Retention standard.............. No
Response factor mode............ Internal Levels
PUPTEY . einieinnsrsnnrnansossnan 160.0000
Calibration Standard Response Calibration
level amount factor count
06 3.9700 1156.9927 1
05 9.9200 1062.8276 1
04 19.8000 943.0475 1
03 39.7000 1042.0804 1
02 59.5000 1001.3573 1
01 99.2000 1017.3884 1

Peak name : MALATHION

Expected retention time : 6.83 mins (RY range : 6.78 - 6.88 mins)

Peak window mode.........ccou... Global
Group name identifier........... .---
Peak identification mode........ Largest
MUuSt pPeak..ieenserecenooaanannnn No
Reference peak....evvrvnnaeenann No
Ditution peak..vevuevrseonenennnn No
Retention standard.............. No
Response factor mode............ Internal Levels
PUP Y. i iieieiecacniacracraanan 100.0000
Calibration Standard Response Calibration
level amount factor count
06 4.0800 720.6337 1
05 10.2000 659.0178 1
04 20.4000 611.9436 1
03 40.8000 695.2963 1
02 61.2000 636.2662 1
01 102.0000 669.5569 1

Page 2
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(437671 29 76TXADS Page 1
Reported on 19-JUL-1997 at 12:39
Modified on 17-JUL-1997 at 13:42

List Run Sequence File

ANALYST NAME.......cuu. cesessaas LOREN C. SCHRIER
43767 XAD Air Tubes Set 2

ANALYSIS INFORMATION

Analysis name.......... cescecaan 76TXADS

Method name............ crecenann 767XADS
Calibration name........cccecuns 767XAD5
Calibration sequence.....ccc.s.. Average Standard
User parameter 1 name........... Final Volume
User parameter 2 name........... Factor 1

User parameter 3 name.....ccecu- Factor 2

SAMPLE SUMMARY

SAMPLE LINS ID SAMPLE NAME

NUMBER
. . Solvent Blank
2 mmeeeeeaeea- GCMIX-1 NOMINAL 100 ng/mL
L GCMIX-2 NOMINAL 60 ng/mL
4 memmemem—ma- 43767-074
L T 43767-075
6  cemmemamaea- 43767-076
GCMIX-3 NOMINAL 40 ng/miL
8  cmemememeeea 43767-077
- S 43767-078
10 =mmmmmmmmmm- GCMIX-4 NOMINAL 20 ng/mL
11 eseccnsnaeas 43767'079
12 cemememanaa- 43767-080
13 cemememne- GCMIX-5 NOMINAL 10 ng/mL
U  cmeeeeemeeea GCMIX-6 NOMINAL 4 ng/mL
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Reported on 19-JUL-1997 at 12:39
Modified on 17-JUL-1997 at 13:42

SAMPLE INFORMATION

SAMPLE TYPE CALIB UPDATE AMOUNT  NUM BOT
NUMBER LEVEL RT RF INJ NUM
1 Sa - - - 1.00000 1 1
2 st 01 N 1 1.00000 1 2
3 st 02 NI 1.00000 1 3
4 Ssa -- - - 1.00000 1 4
5 Sa -- - - 1.00000 1 5
6 sa -- - - 1.00000 1 6
7 st 03 NI 1.00000 1 7
8 Sa -- - - 1.00000 1 8
9 Sa - - - 1.00000 1 9
10 st 04 N I 1.00000 1 10
1" Sa -- - - 1.00000 1 N
12 Sa -- - - 1.00000 1 12
13 st 05 N 1 1.00000 1 13
14 st 06 N I 1.00000 1 14
USER PARAMETER VALUES
SAMPLE FINAL VOLUME  FACTOR 1 FACTOR 2
1 1.00000 1.00000 1.00000
2 1.00000 1.00000 1.00000
3 1.00000 1.00000 1.00000
4 1.00000 1.00000 1.00000
5 1.00000 1.00000 1000.00000
6 1.00000 1.060000 1000.00000
7 1.00000 1.00000 1.00000
8 15.00000 1.00000 1000.00000
9 15.00000 1.00000 1000.00000
10 1.00000 1.00000 1.00000
1 25.00000 25.50000 500.00000
12 25.00000 25.50000 500.00000
13 1.00000 1.00000 1.00000
14 1.00000 1.00000 1.00000

Page 2
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(437671 29 767XAD5
Reported on 19-JUL-1997 at 12:39
Modified on 17-JUL-1997 at 13:42

SAMPLE
NUMBER

VO 0NNV WN =

- eh D A
H W NN -0

INTERNAL/DILUTION STANDARDS

ISTD1
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

1STD2
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

PROCESSING ORDER

SAMPLE NUMBER TYPE

Standard
Standard
Standard
Standard
Standard
Standard
Sample
Sample
Sample
Sample
Sample
Sample
Sample
Sample

ISTD3
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

DILY
AMOUNT

.00000
.00000
.00000
.00000
.00000
.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

P N e

DIL2
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

Page 3
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Gas Chromatographic Instrument Parameters Form

ABC Laboratory Study Number: 43767

Customer Identification: ARTF

Instrument; HP 5890 Series 11 Material ID# 1652-0120
Autoinjector: HP 7673B Material ID# 1625-802A

Column: HP-SMS, 30 M X 0.25 mm, 0.25 um film thickness
Serial#: 56253614 '

Detector Type: FPD/P

Electrometer: Range 4

Temperatures: Injector (°C): 230
Detector (°C): 230
Column:
Initial Temp.(°C): 95
Initial Time: 1.0 min.

Program Rate 1: 30 °C/min to 230 °C, hold 4 min
Program Rate 2: 40 °C/min to 290 °C, hold 4 min

Carrier Gas Flow Rate: He 1.6 mL/min

Septum Purge: He 2.0 mL/min

Make Up Gas: He 21 mL/min

Air Flow Rate: 98 mL/min.
Hydrogen Flow Rate: 69 mL/min.

Purge Valve: Off at 0 min, on at 0.75 min
Injection Volume: 2ul

Run Sequence File: LA 5

Quantitation Standards: (.ca-/x |- L imed .o

Prepared By: Date: [E Tt s

Checked By: M Date: /-2 7-7 2
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MCDO (437671 29 767XADS ABC Laboratories, Inc. Report Date: 19 JuUL 97
Results Information Report ver 3.3 Time: 14:02:15
Component Name: DIAZINON Page: 1

CAL. Peak Bad

Sample Name SMP # INJ # RT(mins) Height ng/mL_or ug RANG Type INJ
Solvent Blank 1 1 0.00 0 0.00000 UNDR OBF ~---
GCMIX-1 NOMINAL 100 ng/mL 2 1 5.93 106085 97.74555 o8 ---
GCMIX-2 NOMINAL 60 ng/mL 3 1 5.93 64752 60.67639 o8 ---
43767-074 4 1 0.00 0 0.00000 UNDR OBF ---
43767-075 5 1 5.95 1mmn 0.01012 OF ---
43767-076 6 1 5.92 11313 0.01031 o ---
GCMIX-3 NOMINAL 40 ng/mL 7 1 5.94 43262 40.42270 OBF ---
43767-077 8 1 5.94 63872 0.89770 0B ---
43767-078 9 1 5.93 71764 1.00926 o ---
GCMIX-4 NOMINAL 20 ng/mL 10 1 5.93 20962 19.40621 OBF ---
43767-079 1" 1 5.93 77204 92.32423 0B ---
43767-080 12 1 5.93 77649 92.85967 0B ---
GCMIX-5 NOMINAL 10 ng/mL 13 1 5.94 10940 9.96112 o .-
GCMIX-6 NOMINAL 4 ng/miL 14 1 5.93 4555 3.94325 OBF ---
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MCDO [43767]1 29

Sample Name
Solvent Blank

GCMIX-1 NOMINAL
GCMIX-2 NOMINAL
43767-074
43767-075
43767-076
GCMIX-3 NOMINAL
43767-077
43767-078
GCMIX-4 NOMINAL
43767-079
43767-080
GCMIX-5 NOMINAL
GCMIX-6 NOMINAL

767XADS

100 ng/mL
60 ng/mL

40 ng/mL

20 ng/mL

10 ng/mL
4 ng/mL

ABC Laboratories, Inc.

Results Information Report ver 3.3
Component Name: MALATHION

SMP # INJ # RT(mins)

O O NS WY =

- ed b md -
HM W NN -0

- ed D D mh b ed wd b B wd wd wd

0.00
6.79
6.79
0.00
6.80
6.77
6.79
6.80
6.79
6.79
6.78
6.79
6.80
6.79

Height
]
65280
39874
0
7155
6854
27773
47629
48838
13414
52535
51940
6638
2739

Report Date: 19 JUL 97

Time: 14:02:15

Page:

CAL. Peak Bad
ng/mL or ug RANG Type INJ
0.00000 UNDR O ---
100.40713 OBF ---
61.25272 o8B ---
0.00000 UNDR O ---
0.01083 oB ---
0.01036 o] ---
42.60209 OBF ---
1.09806 oB ---
1.12601 OBF ---
20.47265 0B ---
102.97681 0B ---
101.80687 0B ---
10.02944 OBF ~---
4.02103 0B ---
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Acquisition and Peak Processing Parameters Report
MCDO [43767 1 29 767XADS

ACQUISITION PARAMETERS
Data Collection :

Print Date and Time :

Based on Sample Number : 1

Length of Run........ veseasessesnnnnnas 14.97 mins
Post Injection Delay....cvveenncnncnnes 0.00 mins
Sampling Rate........cen.n cerecsccsaaas 15.00 Hz
PEAK PROCESSING PARAMETERS
Auto Process Parameters :
Peak Threshold............ tescecnsnanen 0.50
Baseline Test......uvvuunns veseennnns ves &
Peak Tremd...ceueercnneacenceccacanaas 4
Separation Parameters :
Shoulder Sensitivity...... tecaeneavanan 0.10
Rider Sensitivity......... smeenens weues 0.05
Rejection Parameters :
Minimum Peak Width........ ceseeseaaanns 0.00 secs
Minimum Peak Height....... tetcsccsasene 0.00 uv
Minimum Peak Area.......ccveeeeeccnannns 3000.00 uvs
Ignore Flat Top Peak...... secescnancsos No
User Imposed Action Control :
Forced Baseline........... ceemananneaan No
Suppress Integration.......cecevuvcee-s Yes
Tangent SKimmMing......ceeeceeorasccanse No
Shoulder Detection........ teesaanseenne No
Data Bunching......cccececevncececcncans No
Negative Detection........ tecennssssans No
Integration Modes :
Retention Time Integration.....cceee... No
Square Root Area and Height............ Yes
PROCESSING ACTIONS
Time fForce Integrate Tangent Bunch
{mins) Baseline Suppress Skim Size
0.00 -- SS _ 0
5.30 -- ES _ 0
7.50 -- SI 0

These parameters apply to all injections of set 767XAD5

19 JUL 97 14:09:53
Page : 1
Injection Number : 1

Shoulder
Detect

Negative
Detect

with no exceptions
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[437671 29 T767XADS Page 1
Reported on 21-JUL-1997 at 08:07
Modified on 19-JUL-1997 at 13:59 L///

%

List Calibration File
CALIBRATION HEADER INFORMATION

Calibration Title : 43767 XAD Air Tubes Set 2

General :

Calibration type.........c...... External standard

Units...... [ hreeaeenae ng/mL or ug

Calibration base..... errernenen Height
Reference Peak Identification :

Reference window........ veennee 9.0 %

Minimum window....cceeunucuannns 0.50 mins

Peak threshold.............. ... 0.0 %
Uncalibrated Peaks Response Factor :

Response factor source.......... User set response factor

Response factor.........vveveees 0.0000
Additional Information :

Source library.......cceieene... None

Initialise on 1st standard...... No

Variation tolerance............. 100.00 %
Calibrant Peak ldentification :

Calibrant window................ 0.10 mins

Calibrant threshold...... veeaa.. 0.0 %
Response Factor Calibration Curve :

Curve fit............. Cereeeeeen Linear

Force through zero.............. No

X transformation...........c.c... None

Y transformation..........cuu... None

Weighting...oiveeeierieenanncannn 1/7Y
Retention Value Calibration Curve :

Curve fit.iierinnennnnonnannnns Linear

Force through zero.............. No

X transformation.......eeevevn.. None

Y transformation.......cvvecenn. None

Weighting.....cvciviiinniennnns None
Timed Calibration Curve :

Curve fit.osiienesroeennnnnnnnns Linear

Force through zero........... ... No

X transformation.......eevvueunn None

Y transformation......... ceeeenn None

Weighting..eoereriiinracannaenns None

No group information entered.



ARTF Study ARF003

Page 575

(437671 29 767XADS
Reported on 21-JUL-1997 at 08:07
Modified on 19-JUL-1997 at 13:59

Peak name : DIAZINON

Expected retention time : 5.94 mins (RT range : 5.89 - 5.99 mins)

Peak window mode.....ccvsevsecnn Global
Group name identifier........... ----
Peak identification mode........ Largest
MUST PEaK.auueeerrnecnecanncnnnas No
Reference peak........cccovennnn. No
Dilution peak.....covvvveeeanann No
Retention standard.............. No
Response factor mode............ Internal Levels
PUP LY. ittt iiiiecirinnennenns 100.0000
Calibration Standard Response Calibration
level amount factor count
06 3.9700 1147.3257 1
05 9.9200 1102.8451 1
04 19.8000 1058.6903 1
03 39.7000 1089.7206 1
02 59.5000 1088.2750 1
01 99.2000 1049.2451 1

Peak name : MALATHION

Expected retention time : 6.78 mins (RT range : 6.73 - 6.83 mins)

Peak window mode................ Global
Group name identifier........... ----
Peak identification mode........ Largest
MUSt PeaKessesnononnncancnnonans No
Reference peak........cccvvunnn.. No
Dilution peak.....ooivuinnnan.n. No
Retention standard.............. No
Response factor mode............ Internal Levels
L o I e 100.0000
Calibration Standard Response Calibration
level amount factor count
06 4.0800 671.3138 1
Qs 10.2000 650.7403 1
04 20.4000 657.5339 1
03 40.8000 680.6987 1
02 61.2000 651.5372 1
01 102.0000 639.9966 1

Page 2
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Page 577

[43767] 29 767XAD6

Reported on 19-JUL-1997 at 12:40
Modified on 18-JUL-1997 at 12:15

SAMPLE LIMS ID

NUMBER

O O NNV S~WN =

-
(=]

SAMPLE
NUMBER

~NO VNN -

Page 1

List Run Sequence File

ANALYST NAME........... seseanaas

ANALYSIS INFORMATION

Analysis Name........ccvvvecenns 767TXAD6

Method name..........cccvvennene 767XAD6
Calibration name....... feeeennaa 767XAD6
Calibration sequence............ Average Standard
User parameter 1 name........... Final Volume
User parameter 2 NaMe...ceceeesa Factor 1

User parameter 3 name........... Factor 2

SAMPLE SUMMARY

SAMPLE NAME

LOREN C. SCHRIER
43767 XAD Air Tubes Set 1 LOW LEVEL REPEATED AGAIN

GCMIX-1 NOMINAL 100 ng/mL
GCMIX-2 NOMINAL 60 ng/mL

SOLVENT BLANK

43767-98% $E ©

GCMIX-3 NOMINAL 40 ng/mL

43767-082" %9
43767-083~ 70

GCMIX-4 NOMINAL 20 ng/mL

GCMIX-5 NOMINAL 10

ng/mL

GCMIX-6 NOMINAL 4 ng/mL

SAMPLE INFORMATION

TYPE CALIB UPDATE AMOUNT

St
St
Sa
Sa
St
Sa
Sa

LEVEL RT RF
01 N I 1.00000
02 N 1 1.00000
-- - - 1.00000
-- - - 1.00000
03 N 1 1.00000
-- - - 1.00000

- - 1.00000

NUM BOT
INJ NUM

I G G (I G ¥

O 0 NV

( Edry€ro— ~ovong B
—z 1959477
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[43767] 29 767XAD6

Reported on 19-JUL-1997 at 12:40
Modified on 18-JUL-1997 at 12:15

SAMPLE TYPE CALIB UPDATE AMOUNT  NUM BOT
NUMBER LEVEL RT RF INJ NUM
8 st 04 N 1 1.00000 1 10
9 st 05 N I 1.00000 1 13
10 st 06 N I 1.00000 1 14
USER PARAMETER VALUES
SAMPLE FINAL VOLUME FACTOR 1 FA
1 1.00000 1.00000 1.00000
2 1.00000 1.00000 1.00000
3 1.00000 1.00000 1.00000
4 1.00000 1.00000 1000.00000
5 1.00000 1.00000 1.00000
6 1.00000 1.00000 1000.00000
7 1.00000 1.00000 1000.00000
8 1.00000 1.00000 1.00000
9 1.00000 1.00000 1.00000
10 1.00000 1.00000 1.00000
INTERNAL/DILUTION STANDARDS
SAMPLE 1sTD1 1sTD2 1STD3
NUMBER AMOUNT AMOUNT AMOUNT
1 1.00000 1.00000 1.00000
2 1.00000 1.00000 1.00000
3 1.00000 1.00000 1.00000
4 1.00000 1.00000 1.00000
5 1.00000 1.00000 1.00000
6 1.00000 1.00000 1.00000
7 1.00000 1.00000 1.00000
8 1.00000 1.00000 1.00000
9 1.00000 1.00000 1.00000
10 1.00000 1.00000 1.00000

CTOR 2

DIl
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

DIL2
AMOUNT

.00000
.00000
.00000
.00000
.00000
1.00000
1.00000
1.00000
1.00000
1.00000

—_ o

Page 2
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[437671 29 767XAD6 Page 3
Reported on 19-JUL-1997 at 12:40
Modified on 18-JUL-1997 at 12:15

PROCESSING ORDER

SAMPLE NUMBER TYPE

Standard
Standard
Standard
Standard
Standard
10 Standard
Sample
Sample
Sample
Sample

O 0NN =

~N O W
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Gas Chromatographic Instrument Parameters Form

ABC Laboratory Study Number: 43767
Customer Identification: ARTF
Instrument: HP 5890 Series II Material ID# 1652-0120

Autoinjector: HP 7673B

Column:
Serial#:

56253614
Detector Type: FPD/P
Electrometer: Range 4

Temperatures:

Column:

Injector (°C):
Detector (°C):

Material ID# 1625-802A

HP-5MS, 30 M X 0.25 mm, 0.25 um film thickness

230
230

Initial Temp.(°C): 95

Initial Time:
Program Rate 1:
Program Rate 2:

Carrier Gas Flow Rate:

1.0 min.
30 °C/min to 230 °C, hold 4 min
40 °C/min to 290 °C, hold 4 min

He 1.6 mL/min

Septum Purge: He 2.0 mL/min

Make Up Gas: He 21 mL/min

Air Flow Rate: 98 mL/min.
Hydrogen Flow Rate: 69 mL/min.

Purge Valve: Off at 0 min, on at 0.75 min
Injection Volume: 2uL

Run Sequence File: 7( 7 xXAD (

Quantitation Standards:  (cpy, 1 —> & (ol e

Prepared By:_°

Date: (§Tu 472

Checked B

Date: 7-27- 97
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MCDO [43767] 29

Sample Name
GCMIX-1 NOMINAL

GCMIX-2 NOMINAL
SOLVENT BLANK
43767-088
GCMIX-3 NOMINAL
43767-089
43767-090
GCMIX-4 NOMINAL
GCMIX-5 NOMINAL
GCMIX-6 NOMINAL

767XAD6

100 ng/mL
60 ng/mL

40 ng/mL

20 ng/mL
10 ng/mL
4 ng/mL

ABC Laboratories, Inc.

Results Information Report ver 3.3

Component Name: DIAZINON

SMP_# INJ # RT(mins)

OV 0O ~NO V& WN =

-
o

b ed ah ad md R b =h =B R

5.93
5.94
0.00
0.00
5.93
5.93
5.94
5.93
5.94
5.94

Height
109944
64013
0

0
45154
11099
11000
22360
12088
4790

Report Date: 19 JUL 97
Time: 13:25:50
Page: 1

CAL. Peak Bad

ng/mb_or ug RANG Type INJ
99.74757 0B ---
57.82513 B ---
0.00000 UNDR OBF ---
0.00000 UNDR OB  ---

40.61170 o8B ---
0.00953 o] ---
0.00944 0B ---

19.80758 o8B ---

10.43161 0B ---
3.77042 0 ---
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MCDO [43767]1 29

Sample Name
GCMIX-1 NOMINAL

GCMIX-2 NOMINAL
SOLVENT BLANK
43767-088
GCMIX-3 NOMINAL
43767-089
43767-090
GCMIX-4 NOMINAL
GCMIX-5 NOMINAL
GCMIX-6 NOMINAL

767XAD6

100 ng/mL
60 ng/mL

40 ng/mL

20 ng/mL
10 ng/mL
4 ng/mbL

ABC Laboratories, Inc.

Results Information Report ver 3.3
Component Name: MALATHION

SMP # INJ # RT(mins)

O 00 N OV W -

-
(=]

P T Y S N S

6.79
6.79
0.00
0.00
6.79
6.79
6.79
6.79
6.80
6.80

Height
69102
40056

0

0
29032
7261
6859
14155
7432
3126

Report Date: 19 JUL 97
Time: 13:25:50
Page: 1

CAL. Peak Bad

ng/mL_or ug RANG Type INJ
102.41294 o ---
59.06653 0B ---
0.00000 UNDR O ---
0.00000 UNDR OB  ---

42.61414 o ---
0.01012 o ---
0.00952 o ---

20.41220 OBF ---

10.38039 (o] .-
3.95390 0B ---
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Acquisition and Peak Processing Parameters Report Print Date and Time : 19 JUL 97 13:32:27
Page : 1
MCDO [43767 1 29 767XAD6 Based on Sample Number : 1 Injection Number : 1

ACQUISITION PARAMETERS
Data Collection :

Length of RUN.....ciiviennnnas cescenanns 14.99 mins
Post Injection Delay........ veseaseaan . 0.00 mins
Sampling Rate...... veeeesaee vesvavesese 15.00 Hz

PEAK PROCESSING PARAMETERS
Auto Process Parameters :

Peak Threshold.............. vesenaceans 0.50
Baseline Test.u.cvvrincunnass tresseenes 4
Peak Trend.ccvivececcaanness veecescanans 4
Separation Parameters :
Shoulder Sensitivity....cveeeeennnnnnan 0.10
Rider Sensitivity.iooceierncvennonnnnas 0.05
Rejection Parameters :
Minimum Peak Width....c..ooiivnrnennnns 0.00 secs
Minimum Peak Height.......ccovevuennnnn 0.00 uv
Minimum Peak Area........... eeseesanas 2000.00 uvs
Ignore Flat Top Peak....cvuveeecennnans No
User Imposed Action Control :
Forced Baseline.........cocvvunecncnnns No
Suppress Integration....ccccveseeancana Yes
Tangent Skimming.....ccceveecccecnsenss No
Shoulder Detection.......... ceeevecasne No
Data Bunching......ciiivicnerecnenancae No
Negative Detection.......ccvvevcunucees No
Integration Modes :
Retention Time Integration........ ee... NO
Square Root Area and Height......... ... Yes

PROCESSING ACTIONS

Time Force Integrate Tangent Bunch Shoutder Negative
(mins) Baseline Suppress skim Size Detect Detect
0.00 -- 33 _ 0 -- --
5.30 -- ES __ 0 -- --
7.50 .- Si 0 -- --

These parameters apply to all injections of set 767XAD6 with no exceptions
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(437673 29 767XAD6 Page 1
Reported on 21-JUL-1997 at 08:07
Modified on 19-JUL-1997 at 13:01

List Calibration File

CALIBRATION HEADER INFORMATION

Calibration Title : 43767 XAD Air Tubes Set 1 LOW LEVEL REPEATED AGAIN

General :

Calibration type............. ... External standard

Units...... estsansseerreseaennn ng/mL or ug

Calibration base....... [, Height
Reference Peak Identification :

Reference window................ 5.0 %

Minimum window........ cerencanas 0.50 mins

Peak threshold.................. 0.0 %
Uncalibrated Peaks Response Factor :

Response factor source.......... User set response factor

Response factor.......eeeeeeennn 0.0000
Additional Information :

Source library..oceveceeeneenann None

Initialise on 1st standard...... No

Variation tolerance............. 100.00 %
Calibrant Peak Identification :

Calibrant windoW......c0vueunen.n 0.10 mins

Calibrant threshold............. 0.0 %
Response Factor Calibration Curve :

Curve fit.oiuioeriieeneennnnnnas Linear

force through zero.............. No

X transformation................ None

Y transformation...........cc.... None

Weighting...eoveveecinneeeenennn 177
Retention Value Calibration Curve :

Curve fit..oioiiriiiinannnnnas. Linear

Force through zero.......coc.... No

X transformation................ None

Y transformation........occvuu.n None

Weighting............. Cereeeeeen None
Timed Catibration Curve :

Curve fit..uieiriiiininnannnan. Linear

force through zero......... .e-v.. NO

X transformation....... eeenanae None

Y transformation........... .-... None

Weighting...oieeniiracnenenanens None

No group information entered.



ARTF Study ARF003

Page 593

[43767) 29 767XAD6
Reported on 21-JUL-1997 at 08:07
Modified on 19-JUL-1997 at 13:01

Peak name : DIAZINON

Expected retention time : 5.94 mins (RT range : 5.89 - 5.99 mins)

Peak window mode................ Global
Group name identifier........... .e--
Peak identification mode........ Largest
MUSt peak...covuirueeinnnenenannn No
Reference peak.....ccvcucecucanns No
Dilution peak..eeeeoeesnsacanann No
Retention standard.............. No
Response factor mode............ Internal Levels
PUFIEY . nererneesessnennssnnnnas 100.0000
Calibration Standard Response Calibration
Level amount factor count
06 3.9700 1206.4310 1
05 9.9200 1218.5177 1
04 19.8000 1129.3049 1
03 39.7000 1137.3739 1
02 59.5000 1075.8522 1
01 99.2000 1108.3112 1

Peak name : MALATHION

Expected retention time

: 6.78 mins (RT range : 6.73 - 6.83 mins)

Peak window mode........c.cunun.. Global
Group name identifier........... ----
Peak identification mode........ Largest
Must peak...coeeveineneannncnnnn, No
Reference peak........c.ccueunn.. No
Dilution peak.....vcvevnvannnnnn No
Retention standard.............. No
Response factor mode............ Internal Levels
PUM T Y .eeeenencnceanennaansnnnes 100.0000
Catibration Standard Response Calibration
level amount factor count
06 4.0800 766.2302 1
05 10.2000 728.6763 L
04 20.4000 693.8547 1
03 40.8000 711.5629 1
02 61.2000 654.5135 1
01 102.0000 677.4697 1

Page 2
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Attachment 8. Validation Data for Facial/Neck Wipe Method ARTF-AM-010
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Observations and Remarks

Test Material: Diazinon and Malathion Form AC72A (5/4/93)

Study Sponsor: ARTF

Matrices: Various ABC Laboratories, Inc.

7200 E. ABC Lane

Study Number: 43767 Columbia, MO 65202

Modifications to Hand Wash Method Study Director:

ARTF-AM-006 for neck wipe validation Loren C. Schrier
COMMENTS

The method validation performed on the neck wipe samples was performed using the hand
wash method ARTF-AM-006 with the following exceptions:

Neck wipe samples were wetted with 8 mL 0.01% AOT and fortified in 0.25 gal glass jars,
then extracted with 500 mL of 0.01% AOT aqueous solution by shaking for 15 min. This
time was based on the acetone extraction time required for the original face/neck wipe
method ARTF-AM-005. Ten milliliter aliquots were then removed for C18 cleanup as per
modified hand wash method.

There was no hexane preconditioning or wash of the C18 column.

The elution solvent was determined to be 8 mL of 50:50 DCM:MeOH in preliminary
column profile work.

Forty-five minutes was used as the drying time for the columns.

The final volume was 2.00 mL instead of 2.50 listed in the original hand wash method.

Entered by: £ 52 Co— - Date:_7/#74, 54
Checked by: Cﬁ/\) Date: PMar 78
Approved b Zd ' Date:(?m o 7j
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Page 599

[43767] 29 C18NWMV1
Reported on 28-0CT-1997 at 07:58 ,7'E;;

Modified on 27-0CT-1997 at 16:17

List Run Sequence File

ANALYST NAME....cveeesseaseeesss LOREN C. SCHRIER
43767 C18 NECK WIPE METHOD VALIDATION 1

ANALYSIS INFORMATION

Analysis nName......cveveeesevs.. CI1BNWMV1

Method name.....ccoveveececeacans ‘C18NWMV1
Calibration name................ C18NWMV1
Calibration sequence............ Average Standard
User parameter 1 name........ ... FINAL VOLUME (ML)
User parameter 2 Name€........... FACTOR 1

User parameter 3 name........... FACTOR 2

SAMPLE SUMMARY

SAMPLE LIMS ID SAMPLE NAME
NUMBER
1 memmmmmmmmem EQUILIBRATION
D EQUILIBRATION
. SOLVENT BLANK
4  mmemmmmm— - GCMIX-G2 100 NG/ML STD
§  mmmmmmmm— e GCMIX-G3 60.0 NG/ML STD
6  eemmmmmmemmm 43767-147 CONTROL
7 2 43767-148 CONTROL + 1 UG EACH
8§  mmmmmmmm—e - 43767-149 CONTROL + 1 UG EACH
9  memmmmmmmee- GCMIX-G4 40.0 NG/ML STD
10  mmmmmmmmm——m 43767-150 CONTROL + 10 UG EACH
11 mmmmmmmmmmeo 43767-151 CONTROL + 10 UG EACH
12 mmmmmmmm e GCMIX-G5 20.0 NG/ML STD
13 mmmmmmmmm— - 43767-152 CONTROL + 1000 UG EACH
14  mmmmm—mm—m——- 43767-153 CONTROL + 1000 UG EACH
15  mmmmmmm———mm GCMIX-G6 10.0 NG/ML STD
16  cmmmmmmm—— e GCMIX-H7 4.00 NG/ML STD

Page 1
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Page 600

[43767] 29 C1l8NWMV1
Reported on 28-0CT-1997 at 07:58
Modified on 27-0OCT-1997 at 16:17

SAMPLE
NUMBER

0 o N e W N

T S S = S < U S
[ T N T N

SAMPLE

W O ® N e W N

P e - T Y R o
L e W N RO

SAMPLE INFORMATION

TYPE CALIB UPDATE
LEVEL'RT RF

Sa
Sa
Sa
St
St
Sa
Sa
Sa
St
Sa
Sa
St
Sa

St
St

USER PARAMETER

AMOUNT NUM BOT

INJ NUM
- - 1.00000 1 1
- 1.00000 1 2
- - 1.00000 1 3
N I 1.00000 1 4
N I 1.00000 1 5
- - 1.00000 1 6
- 1.00000 1 7
- - 1.00000 1 8
N I 1.00000 1 9
- - 1.00000 1 10
- - 1.00000 1 11
N I 1.00000 1 12
- - 1.00000 1 13
- - 1.00000 1 14
I 1.00000 1 15
N I 1.00000 1 16
VALUES
FINAL VOLUME (ML) FACTOR 1 FACTOR 2
1.00000 1.00000 1.00000
1.00000 1.00000 1.00000
2.00000 500.00000 10000.00000
1.00000 1.00000 1.00000
1.00000 1.00000 1.00000
2.00000 500.00000 10000.00000
2.00000 500.00000 10000.00000
2.00000 500.00000 10000.00000
1.00000 1.00000 1.00000
5.00000 500.00000 10000.00000
5.00000 500.00000 10000.00000
1.00000 1.00000 1.00000
15.00000 5250.00000 5000.00000
15.00000 5250.00000 5000.00000
1.00000 1.00000 1.00000
1.00000 1.00000 1.00000

Page 2
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{43767]) 29 C18NWMV1
Reported on 28-0CT-1997 at 07:58
Modified on 27-OCT-1997 at 16:17

INTERNAL/DILUTION STANDARDS

SAMPLE ISTD1 ISTD2
NUMBER AMOUNT AMOUNT
1 1.00000 1.00000
2 1.00000 1.00000
3 1.00000 1.00000
4 1.00000 1.00000
5 1.00000 1.00000
] 1.00000 1.00000
7 1.00000 1.00000
8 1.00000 1.00000
9 1.00000 1.00000
10 1.00000 1.00000
11 1.00000 1.00000
12 1.00000 1.00000
13 1.00000 1.00000
14 1.00000 1.00000
15 1.00000 1.00000
16 1.00000 1.00000
PROCESSING ORDER
SAMPLE NUMBER TYPE
4 Standard
5 Standard
9 Standard
12 Standard
15 Standard
16 Standard
1 Sample
2 Sample
3 Sample
<] Sample
7 Sample
8 Sample
10 Sample
11 Sample
13 Sample
14 Sample

ISTD3
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

DIL1
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

DIL2
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

Page 3
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Gas Chromatographic Instrument Parameters Form
Multichrom Channel 29

ABC Laboratory Study Number: 43767

Customer Identification: ARTF

Instrument: HP 5890 Series 11 Material ID# 1625-1063
Autoinjector: HP 7673B Material ID# 1625-802A

Column: HP-5MS, 30 M X 0.25 mm, 0.25 um film thickness
Serial#: 57105214
Detector Type: FPD/P

Electrometer: Range 4

Temperatures: Injector (°C): 230
Detector (°C): 230
Column:
Initial Temp.(°C): 95
Initial Time: 1.0 min.

Program Rate 1: 30 °C/min to 230 °C, hold 4 min
Program Rate 2: 40 °C/min to 290 °C, hold 4 min

Carrier Gas Flow Rate: He 2.2 mL/min

Septum Purge: He 2.0 mL/min

Make Up Gas: N, 28 mL/min

Air Flow Rate: 95 mL/min.
Hydrogen Flow Rate: 78 mL/min.

Purge Valve: Off at 0 min, on at 0.75 min
Injection Volume: 2 uL

O
Run Sequence File: 2§ C/CatVaiy /
N
Quantitation Standards: GCMIX-G2=-*GCMIX-G6 Inclusive, GCMIX-H7

Prepared By:gb’(/v\ M Date: 7 / g R

Checked By __ C XD Date: -2 -98

N ald 2-12°98
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MCDO [437671 29 C18NWMV1

Sample Name
EQUILIBRATION

EQUILIBRATION

SOLVENT BLANK

GCMIX-G2 100 NG/ML STD

GCMIX-G3 60.0 NG/ML STD
43767-147 CONTROL

43767-148 CONTROL + 1 UG EACH
43767-149 CONTROL + 1 UG EACH
GCMIX-G4 40.0 NG/ML STD
43767-150 CONTROL + 10 UG EACH
43767-151 CONTROL + 10 UG EACH
GCMIX-G5 20.0 NG/ML STD
43767-152 CONTROL + 1000 UG EACH
43767-153 CONTROL + 1000 UG EACH
GCMIX-G6 10.0 NG/ML STD

GCMIX-H7 4.00 NG/ML STD

ABC Laboratories, Inc.

Results Information Report ver 3.3

Component Name: DIAZINON

SMP_# INJ # RT(mins)

0O ~NO WV N -

- d ed el ed ed b o3 D eh ek =D e R b

5.
5.
0.
5.
5.
0.
5.
5.
5.
.41
.41
.40
.40
41
41
.39

5

[V IRV IRV IV IRV, IV

41
40
00
40
40
00
41
40
40

Height
7298
9004

0
95406
53954

0

8785
9027
37373
32869
34342
18494
50225
49834
9415
3890

7.
9.
0.
102.
57.
0.
0.
0.
40.

8

9.
19.
848.

841
10

Report Date: 29 OCT 97
Time: 09:42:37
Page: 1

CAL. Peak Bad

ng/mL or ug RANG Type INJ
75077 0B ---
58301 0B ---
00000 UNDR O ---
35741 8 ---
84768 o8 ---
00000 UNDR OB  ---
93480 o ---
96072 OBF ---
04432 o8 ---
.80201 0B ---
19736 08F ---
77295 0B ---
04773 0B ---
.42871 0B ---
.02450 o8 ---
.09209 BF ---
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MCDO [43767]1 29 C18NWMV1 ABC Laboratories, Inc. Report Date: 29 OCT 97
Results Information Report ver 3.3 Time: 09:62:37
Component Name: MALATHION Page: 1

CAL. Peak Bad

Sample Name SMP # INJ # RT(mins) Height ng/mL_or ug RANG Type INJ
EQUILIBRATION 1 1 6.1 4908 8.97319 0B ---
EQUILIBRATION 2 1 6.09 6002 10.93640 0B  ---
SOLVENT BLANK 3 1 0.00 0 0.00000 UNDR ---
GCMIX-G2 100 NG/ML STD 4 1 6.10 57965 104.17831 B ---
GCMIX-G3 60.0 NG/ML STD 5 1 6.09 33487 60.25491 g ---
43767-147 CONTROL 6 1 0.00 0 0.00000 UNDR OBF ---
43767-148 CONTROL + 1 UG EACH 7 1 6.10 5753 1.04886 B ---
43767-149 CONTROL + 1 UG EACH 8 1 6.09 5870 1.07001 o ---
GCMIX-G4 40.0 NG/ML STD 9 1 6.09 20533 37.01041 B ---
43767-150 CONTROL + 10 UG EACH 10 1 6.10 22086 9.94946 8 ---
43767-151 CONTROL + 10 UG EACH 1" 1 6.10 22066 9.94036 8 ---
GCMIX-G5 20.0 NG/ML STD 12 1 6.09 9798 17.74789 B8 .-
43767-152 CONTROL + 1000 UG EACH 13 1 6.09 27126 769.24597 B .-
43767-153 CONTROL + 1000 UG EACH 14 1 6.10 26596 754.28400 o8 ---
GCMIX-G6 10.0 NG/ML STD 15 1 6.09 6418 11.68246 ] .e-
GCMIX-H7 4.00 NG/ML STD 16 1 6.08 2177 4.07318 .-~
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Acquisition and Peak Processing Parameters Report Print Date and Time : 29 OCT 97 09:47:58
Version 2 Page : 1
MCDO [43767 3 29 C18NWMV1 Based on Sample Number : 1 Injection Number : 1

ACQUISITION PARAMETERS
Data Collection :

Length of RUN..ccuiinnceneerinnnnannnnns 14.99 mins

Post Injection Delay....cceu.n tesananans 0.00 mins

Sampling Rate...cevuececcncnnnnrananans 15.00 Hz
Baseline Offset :

Adjust Baseline.....ceeeenracnnnncnnnse Yes

Baseline Offset.....ccevinnacnnnneannsas 10.00 %

PEAK PROCESSING PARAMETERS
Auto Process Parameters :

Peak Threshold......cevennvenennnnnnans 2.00
Baseline TeSt....iieieceencnncancanaann 4
Peak Trend...ceeeennenenscsecascasnsnnn 4
Separation Parameters :
Shoulder Sensitivity....cviveecncnnans 0.10
Rider Sensitivity.cveeecnriiinnnnnnnan- 0.05
Rejection Parameters :
Minimum Peak Width............. ..., 0.00 secs
Minimum Peak Height.......cvniveinnne .. 500.00 uwv
Minimum Peak Area......c.cccvvevennnenn. 0.00 uvs
Ignore Flat Top Peak...vevevrnninnannn. No
User Imposed Action Control :
Forced Baseline.......ceevevincnnnansn No
Suppress Integration........civviinense Yes
Tangent Skimming........ecvvcerannencns No
Shoulder Detection......covecvicnnnanes No
Data Bunchinge..cececrecesnrecnnanannnne No
Negative Detection....cvecrcncevennnnas No
Integration Modes :
Retention Time Integration............. No
Square Root Area and Height............ No

PROCESSING ACTIONS

Time Force Integrate Tangent Bunch Shoulder Negative
(mins) Baseline Suppress Skim Size Detect Detect
0.00 -- Si _ 0 -- --
5.00 -- ES _ 0 -- --
5.60 -- st _ 0 -- --
6.00 -- ES _ 0 -- --
6.20 -- SI 0 -- --

Calibration last modified on 29-0ct-1997 at 09:36
Calibration Sequence....... R, AVERAGE

These parameters apply to all injections of set C18NWMV1 with no exceptions
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(437671 29 C18NWMV1 Page 1
Reported on 30-0CT-1997 at 09:56
Modified on 29-0CT-1997 at 09:36

List Calibration File

CALIBRATION HEADER INFORMATION

Calibration Title : 43767 C18 NECK WIPE METHOD VALIDATION SET 1

General :
Calibration type................ External standard
Units........ ceeeenn sessseesaess NG/mL or ug
Calibration base....... seees-... Height

Reference Peak Identification :
Reference Window.....ocsveeeeee. 5.0 %
Minimum windoW..........ec0eve.. 0.50 mins
Peak threshold...........v.ve.s. 0.0 %
Uncalibrated Peaks Response Factor :
Response factor source.......... User set response factor
Response factor...... ereeeaaan . 0.0000
Additional Information :
Source library.................. None
Initialise on 1st standard...... No
Variation tolerance............. 100.00 %
Calibrant Peak Identification :
Calibrant window........cceuu... 0.20 mins
Calibrant threshold............. 0.0 %
Response Factor Calibration Curve :
Curve fit...oeeivenessaransesae. Linear

Force through zero............ .. No

X transformation............. ... None
Y transformation....... ereeaane None
Weighting......... Ceerereusanaan 1/7¢

Retention Value Calibration Curve :
Curve fit..vveeneansenassaceenas Linear
Force through zero.............. No
X transformation................ None
Y transformation....... seeseanss NONe
Weighting........c.cc.uvueee... None
Timed Calibration Curve :

Curve fit..oovunnnns terreeannaan Linear
Force through zero..... hreeaas .. No

X transformation............ .... None

Y transformation................ None
Weighting...... veereeas ceenes ... None

No group information entered.
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[43767]1 29 C18NWMV1
Reported on 30-0CT-1997 at 09:56
Modified on 29-0CT-1997 at 09:36

Peak name : DIAZINON

Expected retention time : 5.42 mins (RT range : 5.32 - 5.52 mins)
Peak window mode......cceiuee..n Global
Group name identifier........... ----
Peak identification mode........ Largest
Must peak..ccvceeunnencnranannnn No
Reference peak.....veeeevccnannn No
Dilution peak......cevuenennnnn. No
Retention standard......ccuuuens No
Response factor mode............ Internat Levels
PUMitY.ueceeeecasceacocancncnans 100.0000
Calibration Standard Response Calibration
Level amount factor count
06 4.,0000 972.5709 1
05 10.0000 941.5217 1
04 20.0000 9247035 1
03 40.0000 934.3265 1
02 60.0000 899.2258 1
01 100.0000 954.0604 1
Peak name : MALATHION
Expected retention time : 6.11 mins (RT range : 6.01 - 6.21 mins)
Peak window mode................ Global
Group name identifier........... ----
Peak identification mode........ Largest
MUSt PeaK..eeeeneeneecnoesnancnna No
Reference peak.....cccvvvucnnns, No
Dilution peak.....cocnveiennann. No
Retention standard......ceveveee No
Response factor mode............ Internal Levels
PUFPTtY. e enceccancanncensnnncaaas 100.0000
Calibration Standard Response Calibration
level amount factor count
06 4.,0000 544.3580 1
05 16.0000 641.7975 1
04 20.0000 489.9073 1
03 40,0000 513.3215 1
02 60.0000 558.1112 1
01 100.0000 579.6453 1

Page 2



Page 619

ARTF Study ARF003

gL )% 2/ T2 R proaddy

O*.M.\N\Qﬁ Y AWN ‘.\Lr\vav NTU

5. 2 pifr Arn

I 0ouooqeT IAJep 0/207 141 C49 :suopoy
T6E£96 J2quunp] 107 ‘Iaysty ‘(snoanby m/m %G/ ) UonN[og LO [0S0IY AhENT L1 KX #{) epuoyD sualLyN
920479 4P £ +5) :ourypN SyJeWwoy
(ZTE-XINT) wonn(os uoueayiIoy W ¢°Q1 01w 9570 o Tw ool w008 Yoey S0 0001 feutwon + j01UC) 091-L9LeY
poXIWl Tui;3n 0001 Jo TW 00°1 Wim Ko | awnjip usy) “Tu oG]
(Zg-X1T) wonnjos uonedynIo) Tw €01 03 TW 0570 T g TW 001 Tw 00¢ yoeg 3n Q1 feuruiou + [0XIU0) 6ST-LOLEY
poxr Tum/Sn 001 Jo TW 00" 1 Yim Aoy | awnpp way i g .
(ZJ-XTNT) uonn|os UonEIYII0) T 00°S Tu g Tw o0l Tw 00§ yoeg] 3n Q] [eutwou + jonuo) 8S1-LOLEY
poxmE Jw/3n 01 Jo Tw 09I s Kjrog
(ZJ-XINT) uoninjos UoHEDLIIO) Tw00°s Tuy w001 TW 00§ qoey 8n (] [eUlWOU + [01NUOD) LST-L9LeY
poxw Tw/3n "0l Jo Tw 00' Pim Auiog
(ZJ-XINT) UONN|OS UOHEBINILIO) T 00°C Ju g 9 0°01 T 00§ yoeg 3n | [eurwiou + [o1WOD) 9St-LoLey
poxtu Juiydn 001 Jo W 0010 WM Ko
(ZA-XINT) uohn|os UolE1yNI0) Tw00°C Tu g Tw 001 T 00§ yoeg 3n | [BUIWOU + [011U0D SSI-L9LEY
poxmu -Jur/3n 0°0] Jo Jw 0010 Pim Aniog
\J T 00T T g Tw 001 T 00§ adip YoaN fonue) PSI-L9LEY
LGP QI e Ka passouim
suonnji swnjop dnuesj) QWIN[oA uoneoynuapy sjdureg JequinN qe] DFV
pue swn|oA [euly |HORW:-WOA 10§ LOV %100
0S:0S uenjy | swmnjop | uonoenxg
~£2 f20 %2 §IS :4q payuiog sjdureg
N Wu\ 20 W N \V\%
:£q Anjua jeayspeasdg t3 \ o2
y 3£ 2bpose
—> M\ Q \Q\A‘, N \NJ\ 202 e
Ls705<& (‘g "II uonosg) (@I vonas) 521
\\\\w\ sisA[euy Qdd/09 dnuea|) (I'@’11 vono?g)
191401 LyderSorewory) uwnjo) JA8I-D doig sjdwreg

sadipy YooN X1y

7195 UonEpI[EA POYIRIN odIp YooN 810| L9LEy :JequinN Apmi§ OFV

£00JdV :[000103d ALYV

_ UOIYIB[EJAl U UOUIZEI(] :[BLIBN 1S9 ._._

I3UYog "D U0 :J030RIL] Apmi§

JINV oweN Jowojsn)y

WO ONDIOVALAIAVS




ARTF Study ARF003 Page 620

[43767] 29 C18NWMV2 . Page 1
Reported on 29-0CT-1997 at 07:49 ,4) /
Modified on 28-0CT-1997 at 09:56

List Run Sequence File

ANALYST NAME........ceevseacncas LOREN C. SCHRIER
43767 C18 NEEK WIPE METHOD VALIDATION 2

ANALYSIS INFORMATION

Analysis Name....ccceecemeanaene C18NWMV2
Method name......ceveescmensnnns C18NWMV2
Calibration name......cecveeeuss C18NWMV2
Calibration sequence.....c...... Average Standard
User parameter 1 name........... FINAL VOLUME (ML)
User parameter 2 name........... FACTOR 1
User parameter 3 name........... FACTOR 2

SAMPLE SUMMARY

SAMPLE LIMS ID SAMPLE NAME
NUMBER
[ EQUILIBRATION
ISP EQUILIBRATION
3 eemeeceeaaes SOLVENT BLANK
L eemmmmmmen-- GCMIX-G2 100 NG/ML STD
§  eeeemcnaaa GCMIX-G3 60.0 NG/ML STD
6  emmmemmeeeee 43767-154 CONTROL
A, 43767-155 CONTROL + 1 UG EACH
8  cmemeeemeee- 43767-156 CONTROL + 1 UG EACH
9 emmmmmeeoa- GCMIX-G4 40.0 NG/ML STD
10 =cecmecce--- 43767-157 CONTROL + 10 UG EACH
11 ecmmeeceeees 43767-158 CONTROL + 10 UG EACH
12 cmememeeea-- GCMIX-G5 20.0 NG/ML STD
13 cmmeeemmeen 43767-159 CONTROL + 1000 UG EACH
14 smemmmeeeaee 43767-160 CONTROL + 1000 UG EACH
15 ememmmmeeaan GCMIX-G6 10.0 NG/ML STD
16  ~-e=ecccena- GCMIX-H7 4.00 NG/ML STD
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[437671 29 C18NWMV2
Reported on 29-0CT-1997 at 07:49
Modified on 28-0CT-1997 at 09:56

SAMPLE INFORMATION

SAMPLE TYPE CALIB UPDATE AMOUNT  NUM BOT
NUMBER LEVEL RT RF INJ NUM
1 Sa -- - - 1.00000 1 1
2 Sa -- - - 1.00000 1 2
3 Sa -- - - 1.00000 1 3
4 st 01 N 1 1.00000 1 4
5 st 02 N 1 1.00000 1 5
6 Ssa -- - - 1.00000 1 6
7 Sa -~ - - 1.00000 1 7
8 Sa -- - - 1.00000 1 8
9 st 03 N I 1.00000 1 9
10 sa -- - - 1.00000 1 10
1" sa -- - - 1.00000 1 M1
12 st 04 N 1 1.00000 1t 12
13 sa -- - - 1.00000 1 13
14 sa -- - - 1.00000 1 14
15 st 05 N I 1.00000 1 15
16 st 06 N I 1.00000 1 16
USER PARAMETER VALUES
SAMPLE FINAL VOLUME (ML)  FACTOR 1 FACTOR 2
1 1.00000 1.00000 1.00000
2 1.00000 1.00000 1.00000
3 2.00000 500.00000 10000.00000
4 1.00000 1.00000 1.00000
5 1.00000 1.00000 1.00000
6 2.00000 500.00000  10000.00000
7 2.00000 500.00000 10000.00000
8 2.00000 500.00000 10000.00000
9 1.00000 1.00000 1.00000
10 5.00000 500.00000 10000.00000
1 5.00000 500.00000 10600.00000
12 1.00000 1.00000 1.00000
13 15.00000 5250.00000 5000.00000
14 15.00000 5250.00000 5000.00000
15 1.00000 1.00000 1.00000
16 1.00000 1.00000 1.00000

Page 2



ARTF Study ARF003

Page 622

[43767]1 29 C18NWMV2
Reported on 29-0CT-1997 at 07:49
Modified on 28-0CT-1997 at 09:56

SAMPLE
NUMBER

-
- O V0V ® NOWV NN -

=D D md b
[+ SV, B S VO R N

INTERNAL/DILUTION STANDARDS

1STD1
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

ISTD2
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

PROCESSING ORDER

SAMPLE NUMBER TYPE

0 v~

Standard
Standard
Standard
Standard
Standard
Standard
Sample
Sample
Sample
Sample
Sample
Sample
Sample
Sample
Sample
Sample

1ST03
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
.00000
.00000
.00000
.00000
.00000
.00000
.00000
1.00000
1.00000

P I G e "

1

1
1
1
1
1
1
1
1.
1
1
1
1
1
1
1

DIL?
AMOUNT

.00000
.00000
.00000
.00000
.00000
.00000
.00000
.00000
00000
.00000
.00000
.00000
.00000
.00000
.00000
.00000

DIL2
AMOUNT

1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000
1.00000

Page 3
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Gas Chromatographic Instrument Parameters Form
Multichrom Channel 29

ABC Laboratory Study Number: 43767

Customer Identification: ARTF

Instrument: HP 5890 Series II Material ID# 1625-1063
Autoinjector: HP 7673B Material ID# 1625-802A

Column: HP-5MS, 30 M X 0.25 mm, 0.25 um film thickness
Serial#: 57105214
Detector Type: FPD/P

Electrometer: Range 4

Temperatures: Injector (°C): 230
Detector (°C): 230
Column:
Initial Temp.(°C): 95
Initial Time: 1.0 min.

Program Rate 1: 30 °C/min to 230 °C, hold 4 min
Program Rate 2: 40 °C/min to 290 °C, hold 4 min

Carrier Gas Flow Rate: He 2.2 mL/min

Septum Purge: He 2.0 mL/min

Make Up Gas: N, 28 mL/min

Air Flow Rate: 95 mL/min.
Hydrogen Flow Rate: 78 mL/min.

Purge Valve: Off at 0 min, on at 0.75 min
Injection Volume: 2 uL

Run Sequence File: 29 (/YpRMy 2

Quantitation Standards: GCMIX-G2-¥GCMIX-G6 Inclusive, GCMIX-H7

Prepared By: ( M/Kb\ @/\ Date: < % ety /l

Checked 133/:/%52SM Date: 211 -7
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MCDO [437671 29 C18NWMV2

Sample Name
EQUILIBRATION

EQUILIBRATION

SOLVENT BLANK

GCMIX-G2 100 NG/ML STD
GCMIX-G3 60.0 NG/ML STD
43767-154 CONTROL

43767-155 CONTROL + 1 UG EACH
43767-156 CONTROL + 1 UG EACH
GCMIX-G4 40.0 NG/ML STD

43767-157 CONTROL + 10 UG EACH
43767-158 CONTROL + 10 UG EACH

GCMIX-G5 20.0 NG/ML STD

43767-159 CONTROL + 1000 UG EACH
43767-160 CONTROL + 1000 UG EACH

GCMIX-G6 10.0 NG/ML STD
GCMIX-H7 4.00 NG/ML STD

ABC Laboratories, Inc.

Results Information Report ver 3.3
Component Name: DIAZINON

SMP_# INJ # RT(mins)

0O N O 1 & W

> a3 md wd oD D wd ok D D D ed e ed R =

5.35
5.36
0.00
5.36
5.36
0.00
5.36
5.36
5.36
5.36
5.37
5.36
5.35
5.36
5.37
5.35

Height
8977
8824

0
94995
53767

0

9733
9549
38103
33466
34704
18513
51693
53565
9212
3650

Report Date: 29 OCT 97

35

Time: 10:11:
Page: 1
CAL. Peak
ng/mb_or ug RANG Type INJ
9.73018 B
9.56658 8
0.00000 UNDR OB
101.70805 0B
57.62313 8
0.00000 UNDR ©
1.05378 o8
1.03414
40.87355
8.97893 B
9.30998
19.92616
872.64178
904.16217 B
9.98150
4.03394 o]
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MCDO [43767] 29 C18NWMV2 ABC Laboratories, Inc. Report Date: 29 OCT 97
Results Information Report ver 3.3 Time: 10:11:35
Component Name: MALATHION Page: 1

CAL. Peak Bad

Sample Name SMP # INJ # RT(mins) Height ng/mL_or ug RANG Type INJ
EQUILIBRATION 1 1 6.03 6189 10.92366 0B ---
EQUILIBRATION 2 1 6.04 6518 11.47548 B ---
SOLVENT BLANK 3 1 0.00 0 0.00000 UNDR ---
GCMIX-G2 100 NG/ML STD 4 1 6.04 62323 105.06298 B ---
GCMIX-G3 60.0 NG/ML STD 5 1 6.04 34894 59.06361 oB ---
43767-154 CONTROL 6 1 0.00 0 0.00000 UNDR ---
43767-155 CONTROL + 1 UG EACH 7 1 6.03 6909 1.21314 ---
43767-156 CONTROL + 1 UG EACH 8 1 6.03 6448 1.13579 0 ---
GCMIX-G4 40.0 NG/ML STD 9 1 6.04 21627 36.81351 o8B ---
43767-157 CONTROL + 10 UG EACH 10 1 6.04 21727 9.24545 F ---
43767-158 CONTROL + 10 UG EACH 1" 1 6.04 22985 9.77257 OBF ---
GCMIX-G5 20.0 NG/ML STD 12 1 6.04 10625 18.36327 B ---
43767-159 CONTROL + 1000 UG EACH 13 1 6.03 29550 789.07324 ---
43767-160 CONTROL + 1000 UG EACH 14 1 6.03 32994 880.04547 .-
GCMIX-G6 10.0 NG/ML STD 15 1 6.04 6605 11.62138 ---
GCMIX-H7 4.00 NG/ML STD 16 1 6.03 2063 4.00311 ---



ARTF Study ARF003 Page 627

Acquisition and Peak Processing Parameters Report Print Date and Time : 29 OCT 97 10:13:42
Version 2 Page : 1
MCDO [43767 1 29 C18NWMV2 Based on Sample Number : 1 Injection Number : 1

ACQUISITION PARAMETERS
Data Collection :

Length of RUN.. creeceeetecnnnncansnnss 14.98 mins

Post Injection Delay...cvvcvinncecenn.. 0.00 mins

Sampling Rate.....ccceeveinneenncnannnas 15.00 Hz
Baseline Offset :

Adjust Baseline.....ccveeececncaneenoee Yes

Baseline Offset..cccveveieennnsrancnans 10.00 %

PEAK PROCESSING PARAMETERS
Auto Process Parameters :

Peak Threshold....oevecennernrenennnans 0.50
Baseline Test...iovreneciarnnsnannanes 4
Peak Trend......ceevceciensnnnrancanans 6
Separation Parameters :
Shoulder Sensitivity...coerrnrieencaans 0.10
Rider Sensitivity..vieseeesecnancnccnns 0.05
Rejection Parameters :
Minimum Peak Width.....covvniiennannas 0.00 secs
Minimum Peak Height.......cviverirnnnnn 500.00 uv
Minimum Peak Area....ccececncsncasnaces 0.00 uvs
Ignore Flat Top PeaK..uvveennseaeosnnns No
User Imposed Action Control :
Forced Baseline.....coevenvrcinnncanns No
Suppress Integration.......cccvveneecees Yes
Tangent SKimMiNg....cccoeservencennnans No
Shoulder Detection..vveecsovsnnnsancanas No
Data Bunching....ccceesrernnnocsnneenas No
Negative Detection.....cvevceucecnnnaas No
Integration Modes :
Retention Time Integration........c.... No
Square Root Area and Height............ No

PROCESSING ACTIONS

Time Force Integrate Tangent Bunch Shoulder Negative
(mins) Baseline Suppress skim Size Detect Detect
0.00 -- SI _ 0 -- --
5.25 -- ES - 0 .- --
5.45 -- SI _ 0 -- --
5.95 -- ES _ 0 -- --
6.15 -- Sl 0 -- --

Calibration last modified on 29-0ct-1997 at 10:06
Calibration Sequence.....cccceeevars. AVERAGE

These parameters apply to all injections of set C18NWMV2 with no exceptions
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(437671 29 C18NWMV2 Page 1
Reported on 31-0CT-1997 at 08:18
Modified on 29-0CT-1997 at 10:06

List Calibration File

CALIBRATION HEADER INFORMATION

Calibration Title : 43767 C18 NECK WIPE METHOD VALIDATION SET 2

General :

Calibration type.......c.cccnu.ns External standard

UNitS.ccieercncnenarennnnacancss ng/mL or ug

Calibration base......ccccevuu... Height
Reference Peak Identification :

Reference window................ 5.0 %

Minimum window......cveeeaeee «.. 0.50 mins

Peak threshold.................. 0.0 %
Uncalibrated Peaks Response Factor :

Response factor source.......... User set response factor

Response factor.....ceocveeennes 0.0000
Additional Information :

Source library......cecevevaann None

Initialise on 1st standard...... No

Variation tolerance............. 100.00 %
Calibrant Peak Identification :

Calibrant windoW....ccccecanacns 0.20 mins

Calibrant threshold............. 0.0 %
Response Factor Calibration Curve :

Curve fit.eeereeiiineinannnnanns Linear

Force through zero........euu.ue No

X transformation................ None

Y transformation......cccevueune None

Weighting.c.ieeveeieienseeannaans 1/7Y
Retention Value Calibration Curve :

Curve fitoeeerereiiiacennceannens Linear

Force through zero.............. No

X transformation......cecevuunes None

Y transformation.........cvev.cun None

Weighting.ececeeeaceoarernenecan None
Timed Catibration Curve :

Curve fit.eeerieeennnonensaancns Linear

Force through zero.............. No

X transformation................ None

Y transformation.....eoueeenenen None

Weighting.eeeeeeeeveoenanennaene None

No group information entered.
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[437671 29 C18NWMV2 Page 2
Reported on 31-0CT-1997 at 08:18
Modified on 29-0CT-1997 at 10:06

Peak name : DIAZINON
Expected retention time : 5.36 mins (RT range : 5.26 - 5.46 mins)

Peak window mode................ Global
Group name identifier........... ----
Peak identification mode........ Largest
Must peak...ccovvvnceinncnnennns No
Reference peak.................. No
Ditution peak....cccuvurrnaninnes No
Retention standard.............. No
Response factor mode............ Internal Levels
PUFItY. cveeeeccnrenecasnecaanns 100.0000
Calibration Standard Response Calibration
Level amount factor count
06 4,0000 912.5322 1
05 10.0000 921.2300 1
04 20.0000 925.6273 1
03 40.0000 952.5641 1
02 60.0000 896.1132 1
01 100.0000 949.9504 1

Peak name : MALATHION
Expected retention time : 6.05 mins (RT range : 5.95 - 6.15 mins)

Peak window mode........ovvecune Globat
Group name identifier........... ----
Peak identification mode........ Largest
Must peak...vcieeecerecnconnneas No
Reference peak.......ccvvevnanns No
Dilution peak......oveeecennnnn. No
Retention standard.............. No
Response factor mode............ Internal Levels
PUP LY. ciieeeeienniainaeennannn 100.0000
Calibration Standard Response Calibration
level amount factor count
06 4,0000 515.6398 1
05 10.0000 660.5238 1
04 20.0000 531.2674 1
03 40.0000 540.6750 1
02 60.0000 581.5744 1
01 100.0000 623.2333 1
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CERTIFICATE OF ANALYSIS/CHAIN OF CUSTODY

Bayer ¢

Agriculture Division
8400 Hawthorn Rd.

P.O. Bax 4913

Kansas City, MO 64120-0013
Phone 818-242-2000

Fax 816-242-2688

Name(s):
Diazinon

Identification No.: Quantity:

09467 2 gram
Reference Number(s): Date Value Assigned:

95R-3145C 12/31/96
i : Expiration Date:

Certified GLP Assay: 87.7% Y2197

CAS Number (if available).
333-41-5

Recommended Storage and Use:

Freezer conditions when not in use.
Equilibrate to ambient temperature before

Structure: @
@

Y ¢
Hac—c@ < s
N

A
o—lﬁz%%> /
|
Hac._c/o <€ —I§C—CH3
H, —%3%/

opening. Reseal container and refreeze
immediately after sampling.

Return Instructions:

Unused material must be returned prepaid to
the Standards Archivist at the above address,
properly packaged and labeled.
Questions/Problems:

Questions or problems with this material
should be directed to Carl E. Gregg at the
above telephone/fax numbers.

Transfer of Materials

Comments:

MASG-555

(Chain of Custody)
R.M. Elliott Date

Standards Archivist ﬁ N Z‘%
] aV s

Analytical Services Group

Signatures Date Quantity
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Bayer ¢

CERTIFICATE OF ANALYSIS/CHAIN OF CUSTODY

Agriculture Division
8400 Hawthorn Rd.

P.O. Box 4913

Kansas City, MO 64120-0013
Phone 818-242-2000

Fax 816-242-2688

Name(s):

Malathion
Identification No.: Quantity:

CS030 2 gram

Reference Number(s): Date Value Assigned:

95R-31-44E 12/12/96

i . Expiration Date:

Certified GLP Assay: 95.0% S2197

CAS Number (if available):
121-75-5

Recommended Storage and Use:

Freezer conditions when not in use.
Equilibrate to ambient temperature before

Structure: @
O

N

K> L—C  CHy
O—I'f'—s%ﬂ o-c¢
o o H

net g

H,C

opening. Reseal container and refreeze
immediately after sampling.

Return Instructions:

Unused material must be returned prepaid to
the Standards Archivist at the above address,
properly packaged and labeled.
Questions/Problems:

Questions or problems with this material

should be directed to Carl E. Gregg at the
above telephone/fax numbers.

Transfer of Materials

Comments:

MASG-555

(Chain of Custody)
R.M. Eliiott Date

Standards Archivist 4’/72 ng

Analytical Services Group 3// L

Signatures Date Quantity
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Observations and Remarks Form

Test Material; Diazinon and Malathion

Form AC72A (5/4/93)

Matrices: Various ABC Laboratories
ARTF Study ARF003 7200 E. ABC Lane
Study Number: 43767 Columbia MO 65202
Study Director: Loren C. Schrier

The following people worked on this study:

Name and Title Signature Initials
Jordan E. Blinne }fvj.“ ¢ @)\ <
Scientist
Jodie Wehrman ’5 4 o\ g 'y
Associate Scientist ' M
Carol R. Hackert-Anderson (e v
Associate Scientist . w AWW\ C/M
Barbara J. Bryant Barbora Brias
Associate Technician ~ o (x @) £IE <

Loren Schrier
Reseach Scientist/Study Director

e . Sl

Heidi Anderson _

Scientist m %
Congyaun Guo, Ph.D. Cow),b/aw oo o C Y-

Sr. Research Scientist ( M) M’C: =3
Entered by: . Date:_ 2 Y/~ ¥
Checked by: 6% Date: .2 Y Fehq¥
Approved by: &Q e Date:8 A8




