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To the best of mv knowledge, the methods described were the methods followed
and the data presented accurately represent data generated during the study.
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ABSTRACT

The purpose of this study was to develop and validate an analytical
method for the determination of propetamphos residue in various food
commodities. The actual commodities examined were apb]es, beer, bologne,
bread, butter, flour, hamburger, lettuce, macaroni, milk, Rice Krispies®,
and sugar. The method is basically two sub-methods; an analysis of
propetamphos residue from non-liquid food commodities and propetamphos
residue from liquid commodities. The non-liquid food commodities were
homogen}zed in the presence of extraction solvent (either acetonitrile or
acetone), filtered, centrifuged, dehydrated, filtered again, and analyzed
by gas chromatography with a mass selective detector (GC/MSD). The
liquid food commodities were adsorbed directly on an Extrelut column,
eluted with hexane, filtered, and analyzed by GC/MSD.

In the validation of the method, untreated samples of each commodity were
obtained from a local supermarket, were homogenized, and fortified in
triplicate with propetamphos at concentrations of 0.1 and 0.3 ppm. The
fortification recoveries are summarized in Table I. All recoveries feli
in the range of 70-120% for each commodity. A typical sample set,
czasisting of two controls and six treated samples, can be completed by
an analyst in approximately eight hours.

MATERIALS

Test Substance

The test substance was propetamphos (CAS Registry No. 31218-83-4). The
propetamphes used in this study (lot number PK024, assay value G1.13%),
was a liquid as provided by Zoecon. When not in use, the test substanc

o

was stored at approximately -20°C. Documentetion of the stabilityv cf
propetamphos is maintained by Zoecon.

)
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Food Commodities

A1l of the food commodities were obtained from the Big Bear Supermarket,
Fifth Avenue, Columbus, Ohio. Table II provides a summary of the
commodities used in the validation study. When not in use, tne food
commodities were stored at approximately -20°C.

Reagents

1. Acetonitrile, Burdick and Jackson, distilled in glass, UV grade.
2. Acetone, Burdick and Jackson, distilled in glass, UV grade.

3. Hexane, Burdick and Jackson, distilled im glass, UV grade.

4.  Anhydrous Sodium Sulfate, Baker, reagent grade.

Glassware

1. Buchner funnels, 76 mm.

2. Volumetric flasks, 500 mL, 200 mL, and 100 mL.

3. Vacuum flasks, 250 mb.

4. Extraction Bottles, Nalgene, wide-mouth, B ounce.

5. Glass sample vials, 4-dram and l-dram, screw cap with te7lon lin=rs.
6. Glass GC Autosampler vials, Hewlett Packard, Crimptop, il mm.

7. 4 oz amber glass bottle with teflon-lined screw cap.

Equipment

1. Finnpipets, Cole-Parmer, 200-1000 gL anc 0-200 gL adjustedle (cr
equivalent).

Polytron Homogenizer, Brinkman Model PT 10/35 (or egquiveientj.
Sar Vac vecuum pump, Seargent Welch, Model 8803 (or eguivalent).
Hobart Ffood Cutter, Model 8186 (or equivzlent).

oM o WwN

1EC Model K Centrifuge (or egquivalent).
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6. Extrelut QE columns, 20 mL, EM Science.

7. Glass fiber filters, Gelman Type A/E, 76 mm.

8. Disposable poiypropylene plastic syringes (Catalog No. 201-640),
Sunbrokers, 25 mL.

q. Filter Disks, Celman Acrodisc, 0.2 micron, 25 mm.

Instrumentation

1. Hgylett Packard 5890 Series II gas chromatograph with splitless

injector.

2. Hewlett Packard 7673 autoinjector.

3. Hewlett Packard 5971A mass selective detector.

2. Vectra 05/20 computer with VGA monitor and keyboard.

3. Windows 386 and Microsoft Chem Station software package (Revision
A.00.00).

S. Hewlett Packard Laser Jet ILI Printer.

METHOD

+andard Preparation

Propoetamphos Stock Solution. The propetamphos reference szandarc

:0.050 gj was cccurately weighed into a i-dram vial. The propezamphoes
w~as diluted with 2 mL of hexene &nd quantitativeiy transferred zising @
sasteur pipet to a 500 mL volumetric flask. The l-dram vial haizused
~hree more times with 2 mL porticns of hexane; these rinses wers addec to
~he 500 mL volumetric flask. The solutien was diluted to *he mark with

~2xane. Tne final concentration was 100 pg/mi.

Prosetamphos Working Stock Solution. The propestamphes stolk

zolution {i0 mL) wes pipezted into a 10C mbL veiumetric flask and brought
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up to the mark with hexane. The final concentration was 10 ug/mL or .
10,000 ng/mL.

Propetamphos Standard Solutions. The appropriate volumes of the

propetamphos working stock (10,000 ng/mL) was pipetted into 100 mL
volumetric flasks to yield the final concentrations of 1, 5, 10, 25, 50,
and 100 ng/mL. The following table shows the volumes to be used. The
volumetrics were diluted to the mark with hexane.

mL of mL Final
Working Stock Diluted to Solvent Concentration

1.000 100 Hexane 100 ng/mbL
0.500 100 Hexane 50 ng/mbL
0.250 100 Hexane 25 ng/miL
0.100 100 Hexane 10 ng/mbL
0.050 100 Hexane 5 ng/mL
0.0:19 100 Hexane 1 ng/mL

Fortificetion Procedure

Method recovery fortifications were prepered by adding zn aliquot of a
propetamphos stock solution to each sample metrix. <facn 25 g solid
sample (20 g liquid sample) was fortified with & stock sclution of
propetamphos in hexane. The stock solution useZ ¢ foriify the samples
was the propetamphos stock solution (100 wg/mL in hexane). For each
sample, an appropriate aliquot of the stock soiutiscn wzs added tc the

A S)

pre-weighed sample using & czlibrated eutometic pipet. The sampie was
fortiTied immedietely crior to extraction by evenly Zisi-inuting

stock solution over the surface of the sample.
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Sample Preparation For Non-Liquid Commodities

Homogenization. The entire sample matrix was homogenized with dry

jce using a Hobart food cutter. The homogenized sample matrix was then
placed into plastic bags which were loosely tied to allow €0, sublimation

in the freezer.

Extraction Procedure. A 25-gram portion of the homogenized sample

matrix was quantitatively weighed into a Nalgene, 8-ounce, wide-mouth
bottle. For most non-liquid commodities, 60 mL of acetonitrile was added
to the extraction bottle and the sample was homogenized with a Polytron
for 1 minute. For foods high in sugar, such as sugar itself or Rice
Krispies®, 60 mL of acetone was used as the extraction solvent. The
extraction bottle was capped and cemtrifuged for 20 minutes at a speed
control setting of 45 to 50 (approximately 3,000 xg). The extract was
decanted into a Buchner funnel which had 2 76 mm glass fiber filter in
place. Using vacdum, the extract was filtered into a 250 mL vacuum
flask. An additionz]l 60 mL of acetonitrile {or acetone when apprepriate)
was added to the extraction bottle and re-extracted, centrifuged, and
decanted. This procedure was repeated a third time and all three 60 mL
portions were combined in the vacuum flask. The glass fiber filter wes
rinsed with a small portion of acetonitrile (or acetone when appropriate)
into the vacuum flask. The entire extract from the vacuum flask was
poured into & 200 mL volumetric flask and ciluted to the mark with
acetonitrile (or acetone when appropriate). The sample was returned to
the originel vacuum flask to which had been added ~10 grams of anhydrous
socium sulfate. A 10-20 mL aiiquot of this dried sample wes removed frem

the vecuum {lask and filtered into & 4-dram vial, using & 0.2 gm syringe

filter atteched to & 25 mL solvent resistant plestic syringe. Tne

samples were storec in the freezer zt appreoximetely -20°C until anelvzed.

San
cge .- C
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Sample Preparation For Liquid Commodities

Extraction Procedure. To ensure a homogenous sample, the liquid was

shaken and a 20-gram portion of the sample was weighed into a Nalgene, 8-
ounce, wide-mouth bottle. The sample was quantitatively transferred onto
a dry Extrelut column and absorbed onto the column packing. The Extrelut
column was allowed to dry for 30 minutes. The sample was eluted frcm the
column directly into a 200 mL volumetric flask with two, 100 mL portions
of hexane. A portion of the hexane was first added to the wide-mouth
bottle to ensure quantitative removal of the sample. The hexane washings
were added to the Extrelut column. The volumetric flask was diluted to
the mark with hexane. A 10-20 mL aliquot of this sample was removed from
the volumetric flask and filtered into a 4-dram vial using a 0.2 gm
syringe filter attached to a 25 mL solvent resistant plastic syringe.
Samples were stored in the freezer at approximately -20°C until time for
analysis by gas chrcmatography.

Analvsis

Chromatoaraphic Analvsis

Gas Chromatoaraphv Parameters

GC Column: D8-5, 30 m x 0.25 mm capiilary column, 0.10
pm Tilm thickness (J&W Scientific, Folsom,
falifornia)

GC Detector: Mass selective detector, SIM run monitoring
o/z 138 as *he major ion znd m/z 194 es the
cualifier ion.

Temperature Program: Initial Temperature = 6C°C

Initial Time = 1.0 minutes

Zate = 20°C/minutes
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Final Temperature = 280°C
Final Time = 8.0 minutes
Run Time = 20 minutes

Detector Temperature: 280°C
Injector Temperature: 250°C
Injector Mode: Splitless injector (Erob)

Purge: on at 0.75 minutes
Liner: Splitless Siiica for HP7673
Injection

Gas Flows: Carrier gas (He): 60 am/sec
Column Head Pressure: 5.5 psi

Retention Time: Carrier flows should be optimized for the
instrument and should achiewve a relative
retention time of 10 minutes for the
compound of interest.

' Injection Volume: 2 sl

Chromatoaraphic Anélysis Procedure. The GC svstem was conditioned

with triplicate injections of the matrix blarmk extrzzts prior to the
analysis of each commodity to stabilize the system so that the
propetamphos response remained constant. The calibration standards were
injected in duplicate followed by the matrix extracts in duplicate.
Quality control standards were injected no iater than after every fift
sample to ensure chromatographic integrity. Cfalitrztion curves were rua
with each new matrix on each day c7 analysis.

Calculations. A calibration curve was construc:ed by plotting the
peak area versus the actual propetzmphos concentreéz<on for each standarc.
The concentration of propetamphos in the samcle wzs calculzted using the
following equations:

Page 16 cf 132
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h /q = Peak Area | Final Volume
Propetamphos conc., xg/g = M I\ Initial Sample Weight, g

where M is the slope of the regression line produced from a linear
regression analysis of the peak area versus propetamphos concentration.
The regression analysis was constrained through the origin. LOTUS 1-2-3
(v. 2.2) was used to prepare data summaries.

Sample Identification

A1l samples were labelled with the Battelle study number, laboratory
record book identification code, fortification level, date of
preparation, and the analyst's initials.

VALIDATION RESULTS

Propetamphos was fortified into each of the homogenized food commodities
at two levels, 0.1 and 0.3 ppm. The mean recoveries of all food matrices
were within the 70-120% range with relative standard deviations <15% as
shown in Table I. The use of a mass selective detector provided
excellent sensitivity and specificity. No interferences were observed in
any commodity, with the exception of Rice Krispiess. Rice Krispiese
showed a low level interference with a measured concentration of
approximately 0.02 ppm. All other control samples contained no
detectable residues of propetamphos at a method sensitivity of 0.01 ppm.
Sampie chromatograms and detailed analytical date for each commodity can
be found in the Appendices.

The method sensitivity was calculated based on the lowest dezectzble
stancard. The lowest detectable standard had a propetamphos

concentration of 1 ng/mL. Assuming a semple size of 25 g, end & final
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extract volume of 200 mL, the lowest detectable concentration (LDC) of
propetaﬁphos is calculated using the equation shown below:

(Lowest Detectable Standard)(Final Volume)

Loc = (Sample Weight)

LDC = (1 ng/mL) (200 mL)
25 g

8 79 - 0.008 pg/g = 0.008 ppm
9

E.  CONCLUSIORS

l' The analytical method developed and validated in this study is a simple
and accurate method for the analysis of propetamphos in food commodities.
The use of a mass selective detector provided exceptional selectivity and
sensitivity.

F.  RECOMMENDATIONS

During the course of the study, it was determined that the use of the
following recommendations prevent erosion in the method sensitivity:

1. Because this method has no "clean-up* procedures, it is
recommended that the MSD source be placed on a rcutine
maintenance and cleaning program after a total of
approximately 100 samplie injections.

Page 18 of 132
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2. As part of the routine maintenance of the source, the
injector liner should be changed as well as the removal of
the first 1-2 inches of the capillary column.

3. The use of ethylacetate should be avoided as it causes
significant deterioration of the detector sensitivity.

4. A modified splitless injector liner (silica containing a
glass wool plug) should be used with an autosampler.

5. All glassware used during the study, with the exception of the
volumetric glassware should be dried/conditioned in a muffle oven
prior to use. This eliminates the potential of carry over from
sample to sample.

6. Whenever possible, the supplies such as reagents and instrumentation
listed in this methed (or their equivalent) should be used for this
analysis.

ARCHIVE STATEMENT

Certified copies of the raw data will be forwarded to Zoecon on
completion c¢i the study. The inal report, protocol, amendments, and
deviations wiil be archived at Bittelle and Zoecon according to their
respective siandard operating procedures. Battelle will maintain, but
not forward the following information: personnel files, standard
operating procedures, instrument log books, and any other data relative
to this stucv.
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TABLE 1. SUMMARY OF FORTIFICATION RECOVERIES -
Fortification Level
- 0.1 ppm 0.3 ppm
Individual Mean Individual Mean
Recoveries, Recovery, RSD,! Recoveries, Recovery, RSD,
Commodity % 5 % % % %
Apple 77.7 71.9 7.0 72.3 77.2 9.7
68.7 85.8
69.4 73.5
Beer 85.3 a9. 5.2 95.7 100.1 6.5
90.1 97.0
94.6 107.6
Bologna 72.7 80. 9.5 88.3 91.5 3.1
80.3 93.8
88.0 62.4
Bread 89.8 g1. 8.3 B4.4 88.8 4.a
78.7 91.7
77.4 90.5
Butter 91.8 8g9.2 7.4 106.7 107.9 2.7
106.6 105.7
8g9.2 111.2
Flour 74.0 77. 6.7 70.2 81.5 11.9
74.5 87.2
83.2 86.9
Hamburger 77.6 ¢3. 14.6 82.3 82.9 2.3
100.3 85.0
102.0 81.4
Lettuce 100.8 gs 11.1 95.5 Q3.7 1.3
82.8 63.3
84.5 82.3

1

RSD = Relative standard deviz=zion.
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TABLE I. SUMMARY OF FORTIFICATION RECOVERIES (CONTINUED)
Fortification Level
0.1 ppm 0.3 ppm
Individual Mean Individual Mean
Recoveries, Recovery, RSD,! Recoveries, Recovery, RSD,
Commodity % % % % % %
Macaroni 77.4 76.3 6.9 69.8 73.1 4.6
70.5 ' 73.1
80.8 76.5
Milk 98.9 106.2 6.3 106.2 109.0 2.8
112.0 108.8
107.8 112.2
Rice Krispiess? 94.0 105.1 g.2 116.1 117.4 6.3
112.1 110.7
10%.0 125.3
Sugar 77.2 85.8 10.0 80.5 85.3 5.7
86.0 85.2
94.3 90.2
! RSD = Relative standard deviation.
2 Recoveries for Rice Krispiess were corrected for the matrix blank. Correction

to all other food matrices were not needed.

H
n
i
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FOOD COMMODITY SUPPLIERS!

Commodity Supplier/Manufacturer
App]eg (Red Delicious)
Beer Anheuser-Busch (Bud Dry)
Bologna Eckrich (A1l Beef)

White Bread
Butter

Flour
Hemburger
Lettuce
Macaroni

Milk

Rice Krispiese

Sugar

Wonder
Land-0-Lakes

Gold Medal

Big Bear (not less than 70% lean)

Top Fresh (Iceberg)
Meuller's (elbow macaroni)
Meyer Dairy (0.5% fat)
Kellogg's

Dominc

1

A1l commodities were purchased at the Big Bear Supermarket, Fifth Avenue,

Columbus, Ohic.
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APPENDIX 1

DETAILED ANALYTICAL DATA - APPLES
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QL.
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DEVIATION

549 0.648237 16478
1.43862% 43.992¢1
2317 5.007235 0.14250)
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Battelle Study Number SC900078
Zoecon Study Number 1538

FROPTTINPHEOS TOCO RISISE NITHXD VALIDATION

LT, SWVARY FASE 7 0P 2

§T3380°E
IEITIAS:

SBPLE
DESCKIPTION

56 KoM S0
55 KG/ML STO.
SIEVERT BLAKK
SOLVEXT BLARK
BTPIX BLAN

MLTRIX BLANK

.1 PPY S22
0.1 PP¥ SPIRE
C.1 PPy SPIRZ
C.1 pP¥ SPTRZ
£ TV CRIST

e e ees we asram
C.1P SPIEE
€3 Pow RIS

.2 FPX SPIZ
£.3 P7Y SPhz
I s

PO
e

Lal T00 olo

1B KRR PR CORC,
43347- 2B/

3N 21581 0.047767
3235 18162 €.041549

4008 4038 0.070456
2508 4651 0.084834

4009 4077 0.070943
4009 3EI£ 0.066402
$330 4033 £.070282
3210 > 0.068342
o 12348 0.214854
31 12578 €,2188¢8
HHo¥) 14483 0.252670
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Battelle Study Number $SC900078
Zoecon Study Number 1538

Page 1

Sequence Calibration Sample

File: D:\CBEMPC\DATA\APPLE\0502011.D

Operator: STEVE SUMMER 2

Date Acquired: 24 Mar 91  0:26 am Nyl 3[2&[%[
Method File Name: PROPET1.M .

Sample Name: CAL STD 25 NG/ML EXT #45547-41-09
Misc Info: SC900078

Bottle Number: 9

PROPETAMPHGCS (SC900078)
Calibration Last Updated: Sun Mar 24 00:20:25 1991
Externzl Standard

Reference Window: 5 Percaent
Non-Reference Window: 5 Percent
Correlation Window: (€.03 minutes
Default Multiplier: 1

Default Sample Amouwnt: O

Narne: PROFZZTAMFRCS )

Ret. Time $.48 min., IxzTract & Integrate frcm 2.38 to 2.38 =in
Signal " Rel Resp. Pct. Unc. (reil) Integration
Tgt 238 PROPETIL.E
Q1 ~S4 0 20 PROPET1.E
Lvl I2 Emt (UG/G, Response

1 1 S4¢

5 5 2317

10 20 40¢c2

25 25 cci7

50 S0 zZE228

100 100 c00s5¢

Qualifier Pea¥ Analvsis ON

Y- . y S S e 3 < -
Curve Fit: Linear, Forced Through Origin
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File:

Operator:

Date Acgquired:
Method File Kame:
Sample Name:

Misc Info:

Bottle Number:

Battelle Study Number SCS00078
Zoecon Study Number 1538

C:\CHEMPC\DATA\APPLE\0901011.D
STEVE SUMMER

bundance

Yol
o
o

o
o
(o]

wn
(o]
(e ]

a~
(&}
(@]

(@]

~ w
(o] O
(] (@]
cdaas 5_[_;_4_..LI,A_A.,A.A_L aaaala s aadlasaadaa,

{

[}
)

24 Mar 91 0:26 am
PROPET1.M
CAL STD 25 NG/ML EXT #45517-41-09
sSC900078
9
3y A
Ion 138.00: 0901011.D
PROPETRMPHOS

:
:
20C -
:
:
i etel
C : S TSt E I B S B —
Time -> s.cc ~.oo &£.00 ©.00 10.00 11.00 12.00 13.CC 14.7°3




Battelle Study Number SC900078
Zoecon Study Number 1538

v/ 4

PROPETAMPHOS (SC900078) Page 2

Calibration Last Updated: Sun Mar 24 02:33:02 1991
External Standard Report - DETAILED

A 5lz<&gq|

Information from Data File:
File: D:\CHEMPC\DATA\APPLE\1702019.D
Operator: . STEVE SUMMER
Date Accuirec: 24 Mar ¢1 3:58 am
Method File Name: PROPET1.™
Sazmple Namne: RPPLE BLAENK EXT £45547-40-14
¥isc Info: SC900078

Bottle Nunber: 17
mepcrT Style:
Grarhics: (C) ofsf
Ccmpouncds: (2I11) Single
suantitaticn SeTTings:
Feferencs Pezx window: 5 Percent
Nen~-Reference Peak Window: 5 Percent
Ccrrelztion window: 0.03 minutes
Default Multiclier 0.008
Defauvlt Sample Amount: 0]
Fea} Type ceccding * -> Time Reference Pezk
hWuimber c¢f CcecmpounZs in Databass: I
Time Feferernce Tzzis:
TH= Tomzzound Excected RT Lcouezl ET
. Page 28 of 15%



Battelle Study Number SC900078
Zoecom Study Humber 1538

PROPETAMPHOS (SC900078) Pa
File: D: \CHEMPC\DATA\APPLE\1701019.D
Operator: STEVE SUMMER
Date Acguired: 24 Mar 91 3:58 am >4 3;2%’q|
Method File Name: PROPET1.M
Sample Nane: APPLE BLANK EXT #45547-40-14
Misc Info: 5CS00078

Bottle Number: 17
Corvound: PRCGPZTAMPHOS
Ret Tir-:

Anmowunt:

Pk # and Type: 1
kkkkx* NOT FOURD xk%sx

Page 29 of 154

e}

i\
A



Battellie Study Number SC900078

' Zoecon Study Number 1538
File: C:\CHEMPC\DATA\APPLE\1701019.D
Opera<zor: STEVE SUMMER
Date Acquired: 24 Mar 91 3:58 am
Method File ®Kame: PROPET1.-M
Sample Name: APPLE BLANK EXT #£45547-40-14
Misc Info: SC900078 -
Bottle Number: 17
~/5/5 ,é‘-/
pbundance _ Ion 138.00: 270101%.D
7004

PROPETAMPHOS

LA‘,‘. PUNPENE UV U VT V00 I SO S W

j 400
*‘r‘*iw;@ ettt ot K
3
300 2 Vl i .a.w
3
2002
100
. 0 e T [T T
Time -> 6.c5 7.00 6.006 9.00 10.00 11.00 12.00 13.08 14.00




Battelle Study Number SC900078
Zoecon Study Number 1538

PROPETAMPHOS (SC900078) Page
Calibration Last Updated: Sun Mar 24 02:33:02 19921
External Standard Report - DETAILED
D2 328l
] ]
nformation from Data File:
File: D: \CHEMPC\DATA\APPLE\1901021.D
Operator: STEVE SUMMER
Date Acguired: 24 Mar 91 4:51 am
Method File Name: PROPET1.M
Sazple Nanme: 0.1 PPM APPLE SPIXE EXT #435547-40-08
Misc Info: SC900078
Bcttle Number: 19
eport Style:
Grarzchics: {Gn) ©Off
. Cc=pounds: (All) Single
santitTztion Settings:
Refzrence Peak Window: 5 Percent
Ncm-Reference Pezk Window: 5 Percent
Ccrrelation Window: - | 0.03 minutes
DeZfzult Multiplier: 0.002
DeZzutlt Sample Amount: 0
Peax Type decoding: * -> Time Reference rszl
anber ©f Ccmpounds in Database: 1
inme Reference Peaks
Pr= Compound Exzc=cted RT rotual RT

Page 31 of 154



Battelle Study Number SC900078 %
Zoecon Study Number 1538 '

PROPETAMPHOS (SC900078)

File: D:\CHEMPC\DATA\APPLE\lQ01021.D

Operator: STEVE SUMMER -

Date Acgquired: 24 Mar 91 4:51 am =4 BIZB‘CH
Method File Name: PROPET1.M

Sample Name: 0.1 PPM APPLE SPIKE EXT #45547-40-02
Misc Info: SC%00078

Bottle Number: 19 -

Compound: PROPETAMPHOS

Ret Time: 9.49

Amount: 0.08 UG/G

Pk # and Type: 1

# OQualifiers Not Satisfied

1

l 3 R} L] T 1 ] RS L K 1 ] T T T T ‘l
S.41 .55 | 2.41 9.55 | 9.41 9.25
Target cl riergead

Signal Ratics Limits RT Limits Erea Integ Type

Tgt) 138 10C.C% €.45 ©.24 48012 TROoF=Z: !

Q1 194 86.0 0.0-0.0 ©.49 to 41¢9 PROZZTL !

G2 0 .72 ! !

Qz | © | !

! : i

PROPEZTEMPHCS

Response

4 CALIBRATION CURVE -- APPLE MATRIX T )
$.00e+004—
2.00e+004-

¢ .
0] 20 40 60 gn el
' AmOUnT . - i
ne/m-  Pege 32 of 154
Response = 4.€0e=-0l2 * AmT
Ccrr Coef = 0.%%¢ Curve FTit: Linear/Cricin




File:

Operator:

Date Acguired:
Method File Name:
Sample Name:
Misc Info:
Bottle Number:

Battelle Study Number SC900078
Zoecon Study Number 1538

C:\CHEMPC\DATA\APPLE\1901021.D
STEVE SUMMER
24 Mar 91
PROPET1. M

4:51 am

0.1 PPM APPLE SPIKE EXT #45547-40-08

SC900078
1s
a/5s /4’

pPbundance

300

200

fon
(@]
o

o

Ion 138.00: 1901021.D

PROPETAMPHOS

o -

o

7.

|
\

Time

T T

0cC

CERC S S T S R A

9.00

LI B

10.00 11.00

T T LI S S

00 13.00 14.0

T —
€.00 12.




Battelle Study Number SC900078
Zoecor Study Number 1538

APPENDIX 2

DETAILED ANALYTICAL DATA - BEER
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Battelle Study Number SC900078
Zoecon Study Number 1538

PROPTTINSEDS FOOD RESIOUL METHOD VALIDATIR
DATH SIN2RY RAGT 1 OF 2

SC300CTE HOABPER
ARALYST: 5.2, SR

INITILE: BTE:

£
—

VITRIX: EZER ARAIYSIS DATE:  MRRCH A, 169
STD CIRVE ID f:  C30491

CHLIERETION STAEORRDS

L.
SRl 123 MR PEX  ARDA  CORC,  PINCENT
DESCRIPTICR  45347- ARER  AVIRMGE KOML  DOVIRZTR

232 §28 420 £.76238%
%3 4§23 0.762588
GED4 2220 1836 4.070700

{333 12 2.45683%
i3] 2% 4778 £.400830
e07

3% R

P R, 't rae
g }\:/._‘a [T
cne AT A
PR VA ) =22

CTTAAT DITTTINTOYLCD 27T

bty
VIACL veratiied.

Pamgsone
e

[ v

1y v

FING URTION:




TRCSETAVEHOS FOOD RISIONE METHID TALIDATION

DATA SUMYARY PAGE 2 OF 2
5280508
IRITIALS:

SLizh]
DISRIPTION 43547
0814
0515
0615
0615
0614
0614
0608
0506
0609
0658
0610
o€
0511
S
0622
612
g3

(i3

0 N3/ STD.
5¢ NG/ STE.
SOLVENT BLANK
SOLVENT BLANE
WTRIX BLAKR
METRIY BLANK
G.1 PPY SPIRE
£.1 P7K SPIRE
6.1 PPK SPIRT
g.1 PPN SOIRE
€. P9 SPTEZ
' PPX SPIRE
3¥ SPIRE
ke

———

Tike

ad Soes we asrd

Ki = ROT 35LICELE

S —

rriiesrn)
P g

.......

123 NPER PIIX

CORTINTRATIN =

vhll

CONC.
) -ty S

26381 0.047268
""" 0.044361
0 0
0 0
G 0

L 0
4235 0.082403
453 008625
183 0.092310

T 0.087¢3T
£.08314¢
€.09607¢
£.266022
C.288302
£.282548¢
2 £.295041

Lo

(SeETTIIIATION LIS, GO/G)(SMMELT WT.L)/(FIREL WOLE)

(% T
[

nRi: R

b G AVERAGE
cEC., PDXEINT PRCENT
Tfe  RECOVERS RECOVERY

0.05 94.53624 92.12¢37
.03 85.72250
0 K
¢t K
0 R
¢t N
0.1 62.4094% £5.3336)
.1 88.25776
0.1 92.3108%
€.1 §7.95780
.1 C3.14€32 94,6126
.1 %6.07¢20
£.3 0534448 95.73257
£.3 96,1207

Vao

90.12424

£.3 95, 314E3 9.55782
£.3 9E.68032
£.3107.2358 109.5850
2.3 1080552

Prad Sk

=T
BVIRAGE TG
IO STTATIN
ORI A i 1.8 Y
£.3 TIM IIITT 1z :
: ¥ I L i £l
¢ STV STINDMED DTVIATION = ITANDERD DIVIATIONATRID) X 1N

Battelle Study Number SC900078
Zoecon Study Number 1538




Battelle Study Number SC900078
Zoecon Study Number 1538

Page 1
Sequence calibration Sample
File: D:\CHEMPC\DATA\BEER\OQOIOl1,D
Operator: STEVE SUMMER
Date Acguired: 4 Mar 91 8:28 pm
Method File Name: PROPET1.M
Sample Name: CAL STD 25 NG/ML EXT #45547-08-0¢
Misc Info: SC900078
Bottle Number: S

PROPETAMPHOS (SC900078)
Calibration Last Updated: Tue Mar 05 08:37:58 1991
External Standard

Reference Window: 5 Percent
Non-Reference Window: 5 Percent
Correlation Window: 0.03 ninutes
Default Multiplier: 1

Default Sample Amount: O

Compound Information

Name: PROFEITEMZFEDS ()

Re-~. Time ¢.35 m=min., EIxtract & Intecrate from 2.45 to ©.65 min.
Signal Rel Resp- Pct. Unc. (Tel) Intecraticn
Tgt 138 PROPET1.E
Q1 1S4 0 20 PROPET1.E
vl ID ne (GG/G) Response

bt 1 42¢

5 5 1836

10 10 4778

25 25 12434

50 50 26258

iG0 pyole] 57942

Qualifier Pean xnalysis Ok

Curve Fit: Limeszr, Fcrced Through Crigin

-
y—t
w
o
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File:

Operator:

Date Acguired:
Method File Name:
Sample Name:
Misc Info:
Bottle Number:

Battelle Study Number SC900078
Zoecon Study Number 1538

C:\CHEMPC\DATA\BEER\0S01011.D
STEVE SUMMER

4 Mar 91 8:28 pm
PROPET1.M

CAL STD 25 NG/ML EXT #45547-08-09
SC900078

S
(@]
O
ad g
—_—

S s
Rbundance Ion 138.00: 0901011.D
1000 A
1 PROPETRMPHOS
800+

e
pp=rae-

T Wml«"l‘"‘ﬁﬂk w_‘;

|
\%
o)}
o
O -
~)

LR S AL S R L S (L SO S B N SN S AN A S SN B S B S B

.00 §.00 9.00 10.00 11.00 12.00 12.00 14.00




Battelle Study Number SC900C78
' Zoecon Study Number 1538

PROPETAMPHOS (SC900078) F=ne 1

Calibration Last Updated: Tu= Mar 05 08:40:55 1991
External Standard Report — DETAILED

Information from Data File:

File: D:\CHEMPC\DATA\BEER\I?01019.D

Operator: STEVE SUMMER

Date Ahcquired: 4 Mar 91 11:55 pm

Method File Name: FROPET1.M

Sample Name: BEER BLANX EXT #45547-06-13%
Misc Info: SC900078

Bottle Number: 17

Report Style:
Graphics: (on) Off
. Compounds: (Al1l) Single

Quantitation Settings:
Reference Peak wWindow: 5 Percent
Non-Reference Peak window: 5 Percent
Cerrelaticn Window: 0.03 minutes
Default Multiplier: 0.01
Defzault Sample AZmount: o]
* -> Time Reference Peak

Peak Type decoding:

nunber of Comgounds in Database: 1

0
[e7)
[le}
[0
)
\Ye)
)
)
—
un
I



File:
Operator:
Date Acguired:

Battelie Study Number SC900078
Zoecon Study Number 153E

PROPETAMPHOS (SC900078)

D:\CHEMPC\DATA\EEER\1701019.D
STEVE SUMMER
4 Mar 91 11:55 pm

Method File Name: PROPET1.M

Sample Name:
Misc Info:
Bottle Kunmber:

Compoundé:

Ret Time:
Amount:

Pk # and Type:

BEER BLANK EXT #45547-06-14
SC900078
17

PROPETAMFHOS

1

kxkkkk NOT FOUND #*%x*x*

page 40 cof 134
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Battelle Study Number SC900078

' Zoecon Study Number 1538
File: C:\CHEHPC\DATA\BEER\1701019.D
Operator: STEVE SUMMER
Date Acguired: 4 Mar 91 11:55 pm
Method File Name: PROPET1.M
Sample Name: BEER BLANK EXT #45547-06-14
Misc Info: S$C900078
Bottle Number: 17
9//.1’/’/ AV
mbundance Ion 138.00: 1701019.D
f
2500 -
2000+
|
15004 :
. ! '
‘ !
] i
5 |
LT PROPETAMPHOS } j
H ]
': zoc 1 .
|
!. 1% ..1|.11.‘1111‘1|T1 IIIT“IIYTIlIlﬁ‘T..Il.-‘,ly. H
Time -=> 6.00 7.00 8.00 .00 10.00 11.00 12.00 112.00 1s5.0C ‘




Battelle Study Number SC900078
. Zoecon Study Number 1538

PROPETAMPHOS (SC900078) Paqge 1

Calibration Last Updated: Tue Mar 05 08:40:55 1991
External Standard Report - DETAILED

Information from Data File:

File: D:\CHEMPC\DATA\BEER\1801021.D

Operator: STEVE SUMMER

Date Acquired: 5 Mar 91 0:47 am

Method File Name: PROPET1.M

Sample Name: 0.1 PPM BEER SPIKE EXT #45547-06-038
Misc Info: SCS00078

Bottle Number: 19

Report Style:
Graphics: (On) Off
. Conmpounds: (R1l) Sinsle

Quantitation Settings:

Reference Peak Window: 5 Percent

Kon-rReference Peak Window: 5 Percent

Correlation Window: 0.03 minutes

Default Multiplier: 0.01

Default Sample Anount: 0

Peak Type decoding: = -> Time Reference Peak

Nuzmber cf Compounds in Database: 1

3 -

T:me Reference Pezis:

PhE Compcound Zxpected RT AcTuezl RT

Page 42 of 1%-




File:
Operator:

PROPETEMPHOS (SC900078)

Doliv e dIugy huer L¥edus/o

D: \CKEMPC\DATA\BEER\1901021.D

STEVE SUMMER

Zoecon Study Number 1538

Date Acguired: 5 Mar 91 0:47 am

Method File Name: PROPET1.M :

Sample Name: 0.1 PPM BEER SPIKE EXT #455327-0€-08
Misc Info: sC900078

Bottle Number: 19

Compound: PROPETAMPHOS

Ret Time: 9.54

Amount: 0.09 UG/G

Px # and Type:

1

# Qualifiers Not Satisfied

T ° T T T 1 T T T T

S.48 $5.62 | 9.48 .62 | 9.458 ¢.€2
Target Q1 Mercec

Signal Ratios Limits RT Limits krea “ntegc Tuioe
Tgt| 138 2100.0% 9.54 ©.31 4CE€ES PROFZTI !
cl 183 $2.0 0.0-0.0 9.54 to 20¢&¢ ERCEFITL
Q2 0 .79 l o

Q3 0 '
]
PROPETEMPEOS !
Response i

-

CALIBRATION CURVE -- BEER MATRIX/' 1

5.00e+004—

¢ =~ v i i M ¥
o] 20 40 60 el tlC
rAmounT
ng/mbL
Page 43 =° 134
rRespcnse = Z.€32e-002 =* AT “
Ccrr Coef = C.%S7 urve Fit: Linear/2rigin




Battelle Study Number SC900078
Zoecon Study Number 1538

FTile: C:\CHEMPC\DATA\BEER\1901021.D
Operator: STEVE SUMMER
Date Acquired: 5 Mar 91 0:47 am
Method File Name: PROPET1.M
Sample Name: 0.1 PPM BEER SPIKE EXT £45547-0€-08
Misc Info: SC900078
Bottle Number: 19
7//.5/71/‘4‘/
Rbundance Ion 138.00: 1901021.D
3000J
2500-:
2000 - ]
4 i
) '
150c
1006 4 i
1 PRPETAMPHOS 4
sooj h l ; ﬂi
il i .
}L - u'w—ﬁj L—Wk—k—j e ¥ \,..\.....; NM;__,‘ o
_ °c
Time -> 6.00 7.0° 8.00 9.00 10.00 1.0C 22.00 13.20 115.07°




Battelle Study Number SC900073
Zoecon Study Number 1538

APPENDIX 3

DETAILED ANALYTICAL DATA - BOLOGNA
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Battelle Study Number S(C900078

Zoecon Study Number 1538
PRCSTTANTEDS TOOD RESIDUT METHOD VALIDATIOR

. AT SIRIY MMGT 1 OF 2
SCNATR 1OTUS 123 V-2.2
rven: 5.1 SR

INITZALL: DATE:

7aTY: BOLOGRA  BXALYSIS DATE:  VARCE 14,1991
STD CORVE ID J: 031491

CALTBRATION STARDARDS

CAlL.
sPE 153 NWER DI MRER CORC.  PERCENT
DZSCKIFTION 5347 MEA  MVERAGE NGML  DEVIRTIOR

1 85E 20 1309 901 2.414346 141.4346
1 RS/ 20 493 0.90929% 9.070C77
5 KL 2304 867 2849 5.287953 5.735082
5 Ko 305 2831 5.221533 4.43E079
i NE 3% 4909 4645 9.054259 2.457403
0 K% ) 4381 £.0B0405 12.133%4
2N 38 1807 11435 21.77707 12.E8371

RE PR 12183 2647859 1E.062350

(3
[N
=
(]
{

50 Ke/E 2350 72310 Z24EZ 41.23472 17,418
' 50 RS/ ) 25 41.63778 18.72832

130 Mo/ il 8235 57:20 107.3813

166 ReEL 2zik 28t 103.3242

bttt ond

WWTRAZL DEVIATION:ZZ.05E1T

Recression Cuzsuls
fomstent 0
2576314
(L9836
e
i

[FEREE
52,1787
sz ozasnn
AR

ATTNTELTION 7 FROPTTAMBHOS IN THE SMPIES IS
ST TILUNING IRARTIN

TIITTINIIOT COND. UTIATG = iFDEE RD/N-CONTTICIARNTHECTIPUIEE

am z=ipnyoe

AV N

T DWTTT TYTIATTS

A LRI A NP

. VDI TE Y-CETTIONON 13 ILITMOND R
~ s T )
: :

!
Sa = rs -
'::9 40 SV 10+
-



SRCETTANGEDS FOOD RESIDTE MITEDD VALIRRT

DETR SOMIRY PACE 2 07 2

43547~

al
215
205
2215
a2
2214
2208
2208
2209

5¢ %YL STD.
5 %5/14 STD.
STCATNT BLARR
SCLAZNT BLAKR
TEIX SLENR

METRIX BLANR

0.3 ?7F SPIEL
.2 PPM SPIRE
.1 P SPIRE

.3 P SPIRE 2209
.3 2N SIL 2210
22PN SPIRE 2210
W3PS 221)
To P eI ol

U 2l

SR RY)
233
i)

13TLINISLT
At e

52 = R

oo

158 MI5R PR
W W

CORC.

35635 0.066316
31554 0.058138
] 0

0 0

0 o

497 0.007333
4343 0.072635
4913 0.072433
S4B% 0.0B09S2
£283 0.079575
6987 0.DESELS
5240 0.086171
17136 0.253143
18758 0.Z7858
13573 0.281428
1T LLEME
12280 £.24211¢

2eaas

x

MTRIX: BOLOGKA

AVERAGE
PIRCEINT PERCINT
RECOVERY RECOVERY

ZPICTD
COoRe.
/6

0.05 132.£322 124.5149
0.05 116.3976
0 =
0 R
0w
0 N
0.1 72.93575 72.71442
0.1 72.45308
0.1 80.95216 80.26252
0.1 75.57567
0.1 89,8152 £7.9%360
0.1 86.17131
0.3 84.38100 BE.34527
€.3 92.3083
93,60%67 92
93.80%¢7

102.7671

.80967 ¢

SEmre SOVNTRITION = [FETITIZATIOR LRI, UGAG)SHOLE WIL)/(FIRA oo
Tz SITON ~TI0K T3 721z WAS B 32D TRCTCTION AND TR ARER RAS KT TR

T, (RRTE=23EE

)

T 2.
SRR UT RIS
%
EEIOVEY DTATIN

DS AT 2.2 T.E
T B ¢ s -

IS 53 SEIEX sl ..t

r TTATIVTOITMOED JIVIATIIN = [STARGL

ar mmmee oAy i
2D ODTVIATIONAV

TELTIVE ¢
TS
JEVIRTION

Tew

LI ity

Battelle Study Number SCS000
78
Zoecon Study Number 1538



Battelle Study Number SC900078
Zoecon Study Number 1538

Page 1

Sequence Calibration Sample
File: D:\CHEMPC\DATA\BOLOGNA\090101l.D
Operator: STEVE SUMMER it
Date Aicquired: 14 Mar 91 1:15 pm
Method File Name: PROPET1.M
Sample Name: CAL STD 25 NG/ML EXT #4352
Misc Info: SC900078
Bottle Number: 9

PROPETAHPHOS (SC900078)
Calibration Last Updated: Fri Mar 15 01:24:07 19951
External Standard

Reference Window: 5 Percent
Non-Reference Window: 5 Percent
Correlation Window: 0.03 minutes
Default Multiplier: 1

Default Sarmple Amount: 0

Compound Information

Name: PROPZTAMPHOS ()

Ret. Time 9.70 min., EIxtract & Integrate from ©.60 to .g0 mirm
Signal Rel Resp. Pct. Unc. (rel) Integration
Tgt 138 PROPET1.E
Q1 1¢4 o 20 PROPET1.E
Lvl ID AWt (UG/G) Response

1 1 S01

5 5 28469

10 10 4645

25 25 11455

50 50 258¢2

100 100 61389

ON

Qualifier Peak Analysis
Torced Through Origin

Curve Fit: Linear,

0

[11
(Y]
(4]
i
(4})
Q

2 2ef=1

$7-23-C%

H
—
(1}

I



File:

Operator:

Date Acquired:
Method File Name:
Sample Name:
Misc Info:
Bottle Number:

Battelle Study Number SC900078
Zoecon Study Number 1538

C:\ CHEMPC\DATA\BOLOGNA\0901011.D
STEVE SUMMER
14 Mar 91 1:15 pm
PROPET1.M
CAL STD 25 NG/ML EXT #45547-23-0¢

SCe00078
s, L

Bbundance
7001

Jon 138.00: 0501011.D

PROPETLMPHOS

Time -> 6.00 7

O.vx‘ll.]rilx. T [ T r oy T =T

00 8.00 S.00 10.00 11.00 22.00 13.00 14.00
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Battelle Study Number SC900078
loecon Study Number 1538

PROPETAMPHOS (SC900078)

Calibration Last Updated:

External Standard Repoxt - DETAILED

Fri Mar 15 01:26:56 1991

Fage 1

Information from Data File:

BA Ri2¢ /=y
‘ 7

File: D:\CHEMPC\DATA\BOLOGNA\1701019.D

Operator:
Date Acguired: 14 Mar 91
Method File Name: PROPET1.M
Sample Name:

Misc Info:

Bottle Number: 17

STEVE SUMMER

4:46 pm

BOLOGNA BLANK EXT #45547-22-14

SC900078

Report Style:
Graphics: _ (On) Off
. Compounds: (Al1l) Single

Quantitation Settings:
Reference Peak Window:
Non-Reference Peak Window:
Correlation Window:
Default Multiplier:
Default Sample Amount:
Peak Type decoding:

* O OO uUWn

Percent
Percent

.03 nminuces
.008

Nunber of Compounds in Database:

Time Reference Peaks:

Pk# Cempound

ty
~
Hel
]
8]
rt
1t
Li

el

1o
iy

w

(@]

n

FEY



File:
Operator:
Date Acgquired:

Method File Name:

Sample Name:
Misc Info:
Bottle Number:

Compound:

Ret Time:
Amount:

Pk # and Type:

battelle Study Number SC900078
Zoecon Study Number 1538

D: \CHEMPC\DATA\BOLOGNA\1701015.D
STEVE SUMMER

PROPETAMPHOS (SC900078)

14 Mar 91 4:46 pm .
PROPET1.M 3/2¢/51 é“,
BOLOGNA BLANK EXT #45547-22-14
SC900078
17
PROPETAMPHOS
9.65
0.01 UG/G

1

# Qualifiers Not Satisfied

1111'1] l-l]l] ﬁT IXi
S.63 9.77 | ©.63 9.77 | 9.63 8.77
Target Q1 Merged
Signal Ratilos Limits RT Limits ~rea Integ Typse
Tgt] 13 100.0% | 2.65 ©.46 14¢7 {?ROPETZ*
i 16 6.0 0.C6-0.0 i 0.00 To |0 PFRCFITL
c2 0 ! S.%4 | ;
Q3 | © ‘ | i 5
! ; ! ‘ i
fi
PRCPITAMPHOS L
Response %
4 CALISRATION CURVE -- Z0LOGKRZ MATRIX ~ i
4.00e+004— .
| 2.00e=004- C
o= \ .
0 20 4C €0 zz R
Emoun<
ng/mbL
Response = $.42e-002 = AnmT Page 1 of 134
Corr Coef = C.S5E7 Curve Fiz: Linear/0rigin




File:
Operator:

Date Acguired:
Method File Name: PROPET1.M
Sample Name:

Battelle Study Number SC900078
Zoecon Study Number 1538

C:\CHEMPC\DATA\BOLOGNA\1701019.D
STEVE SUMMER
14 Mar 91 4:46 pm

BOLOGNA BLANK EXT #45547-22-14

Mise inic: s$C900078
>~ Ty M
Bottle Number: 17 T
nbundance Ion 138.00: 1701019.D
200]
1000 -

800 -

600 -

400 A

200 A

”l\ l

LSS S NN A A B B N S L N LI B

€.00

T TTT T T T
T 1 1T T T 7 F

7.00 8.00 S.00 10.00 11.00 12.00 13.00 -:.00




: Battelle Study Number SC900078
' Zoecon Study Number 1538

PROPETAMPHOS (SCS00078) Page 1
Calibration Last Updated: Fri Mar 15 01:26:56 1991
External Standard Report - DETAILED.
- Ra 3|2€[=
Information from Data File:
File: D:\CHEMPC\DATA\BOLOGNA\1901021.D
Operator: STEVE SUMMER
Date Acguired: 14 Mar 91 $:38 pm
Method File Name: PROPET1.M
Sample Name: 0.1 PPM BOLOGNA .SPIKEZ IZXT £4=347-22-02
Misc Info: SC900078
Bottle Number: 19
Report Style:
Graphics: (On) £
' Compouncés: (All) Single
Quantitation Settings:
Reference Peak Window: 5 Percent
Non-Reference Peak Window: &S Percenz
Correlation wWindow: 0.03 minutes
Default Multiplier: ©.008
Default Sample Anount: o]
Peak Type decoding: * -> TIme Reference Peak
Rumber of Cc=pounds in Database: 1
Time Reference Pealks:
Ph¥ Compcund Expected RT ~ztueal FT

\¢]
[+ V)
[T
1y
(¥a)
(9}
(8]
e
w
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Battelle Study Number SCS00078

PROPETAMPHOS (SC900078) Zloecon Study Number 1538

File: D:\CHEMPC\DATA\BOLOGNA\1901021.D

Operator: STEVE SUMMER

Date Acguired: 14 Mar 91 5:38 pm _

Method File Name: PROPET1.M B4 3f2¢[7,
Sanple Name: 0.1 PPM BOLOGNA SPIKE EXT #455587-22-C3
Misc Info: $C900078

Bottle. Number: 19

Compound: PROPETAMPHOS

Ret Time: 9.70

Amount: 0.07 UG/G

Pk £ and Type: 1
# Qualifiers Not Satisfied

1 Rl k3 T 1 7 T T i i L Rl . ]’
9.63 Q.77 9.63 9.77 | .63 ©.77
Target Q1 Mercec
Signal Ratics Lirits RT Liricts Erea Integ Type
Tgt| 138 100.0% i .70 S.4¢ 413 }PROPET: ¥
Ql 194 52.4 0.0-C.0 i 8.70 o 2374 PROFITI
Q2 o) S.%4 i
Q3 o]
i i
PROFPETAMPHCS
Response
| CALIBRATION CURVE -- BOLOGNA M2TRIX d,,/~’;>’f

4.00e+004H

O

0 4
SN
N
[
O
(@)
[ %]
*
e
|
(!




File:
Operator:

Battelle Study Number SC900078
Zoecon Study Humber 1538

C:\CHEMPC\DATA\BOLOGKA\1201021.D
STEVE SUMMER

800

700

600

500

400

[N}
(]
o

[ R W IP SN U BNUPUR S DSOS [l BV DY 87 S0 S

-

pDate Rcquired: 14 Mar 91 5:38 pm
Method File Name: FROPET1.M : .
Sample Name: 0.1 PPM BOLOGNA SPIKE EXT #45547-22-08
Misc Info: SC900073
Bottle Number: 19
A3,
-undance Ion 128.00: 1901C21.D

|
1000 %l

|

900-'f

Y
-

PROPETAM

‘Y

HOS

R S S

13.00 14

-

.00




Battelle Study Number SC900078
. Zoecon Study Number 1538

APPENCIX 4




L i o S Battelle Study MNumber SC900078
FROPTTOGHOS FOCS RESIOUE METHID VALIDATION Zoecon Study Number 1538

- . TRTA SIMRRY TAZI I OF 2

~2an"7 L e d TR L B L
SRN? vavd eed 6ad

BRLLYST: S.0. SOOER
INITIHS: DATE:

YATRIX: BRIAD ARILYSIS DATE:
ST CRVE ID /e

CLIERATION STAKDARRS

Surli i3 NMER PUR AREL CORC. PRUENT
DISTRITTION 43545 ML WIRASE KGNT DIVIATION

18 4402 783 0.88835¢ 11.06030
180 430 C.EEZZIT 11.738%3
5 R 4304 3136 2367288 £2.65601
. 3308 4681338 €,172013
16 R 430¢ 7720 £.030338 1C.€5401
LR 83407 ¢ 440507 SLEH4E22
o L N 13381 22.27113 10.6354E
pil YL 58 18T

\

el et B0 e 6 O -

e
oot

N, of Cosemviiiins ol

Jerrees ¢f Treedtt o




Battelle Study Number SCS00078
Zoecon Study Number 1538

TRATITL=A AR STCTVTT WITRAN YT TN T
» AWy wdie e saw o/ S st e st P mieiie s

. DTA SIMARY PAE 2 I
ST

INITIKS: LT L £Vt S-ris U]

DPITIR RVIRAGE
SpELE 175 NDETD POAR CONC. CONC.  FIRCENT PERTEND
DESTRIFTICK £54%- e UG/ /6 ZZCOVERY RECOVERY

§.05 207.9564 107.7637 - -

50 NGAL ST 443 i G

50 NEAD STD. 4415 47338 0. 0.05 :37.5830
SOLVENT ZLANK 4315 @ o R
SOLVENT BLANK 4215 t ¢ M
YATEIX BLME 4314 { [
X2TRIX BLANRR 434 { ¢ N

£.53235 B8.7€346
€667

61246 76.6€523
7.71801

> B8362 7740243

),

0.1 PPY SFIRE 4306 1076
0.1 PPY SPIE 4308 390
4308 11084
£309 £
4t g

4310 i

b )

PU e
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€ €D D D e
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Battelle Study Number SC900078

. . Zoecon Study Number 1538

Page 1

Secuence Calibration Sample A3 3/25"@'1
File: D: \CHEMPC\DATA\BREAD\0901011.D
Operatcr: STEVE SUMMER
Date Acguired: 15 Mar 91 6:28 am
Method File Name: PROPET1.M
Sample Nane: CAL STD 25 NG/ML EXT #45547-55-0°
Misc Info: SC900078
Bottle Number: 9

PROPETAMPEOS (SC900078)
calibration Last Updated: Fri Mar 15 16:47:39 1951 -
External Standard

Reference window: 5 Percent
Non-Reference Window: 5 Percent
Correlation Window: 0.03 minutes
Default Multiplier: 1

De<zult Sample Amount: 0

xxx Compcund 1 *=%

Naze TRIFEITAMEEHCS ()

Re=. Time §.€62 wmin., Extract & Integrate from 2.52 To 9.72 min.
Signal Rel Resr. Pcz. Tnc.({rel) Integration

Tcz 128 PROPET1.E

c 14 0 20 PROPET1.Z

v ID T (C3/G) Response

z z 7832 -
s = 115

i pRe 7720

22 z53 1ezzi

5C 50 436482

ic?T 1C3 gesCl

Q -

c: Cr.gin

Page 59 of 154




File:
Operator:
Date Acguired:

Battelle Study Number SC900078
Zoecon Study Number 1538

C:\CHEMPC\DATA\BREAD\0501011.D
STEVEZ SUMMER
15 Mar %1 6:28 am

Method File Name: PROPZT1.M
Sample Name: CAL STD 25 NG/ML EXT £45547-44-09
Misc Info: SC900078
Bottle Number: 9
oSy L
Rbuncance Ion 138.00: 0501011.D
IGOOj
1200
10001 PROPETRMPHOS
800 +
£06
|
: \ }
400 ﬂw”,,.,, 4 !
- . [y ) \
20C§
i
]
0 - , : -
Time -> 6€.00C T.CT 2.00C g.C0C 10.00 11.00 12.00 1Z.C00 Z4.00

y s
wn

e
(oY)
un
o
[0
(&
)
-




PROPETAMPHOS (SC900078)

calibration Last Updated:

Battelle Study Number SC900078

Zoecon Study Number 1538

“External Standard Report - DETAILED

Y 3/25[5:

Fri Mar 15 16:50:34 1°91

Information from Data File:

File: D: \CHEMPC\DATA\BREAD\1701019.D

Operator:
Date Acguired: 15 Mar 91
Method File Name: PROPET1.M
Sample Name:

STEVE SUMMER

9:57 am

BREAD BLANK EXT #£45547-43-13

Mlsc Info: sSCe00078
tle XNunber: 17
Report Style:
Graphics: (Cn) Cf£
Compounds: (&11) Single

Quantitaticn Settings:
Reference Peax Windcw:
¥Non-Reference Peak window:
CorrelazTion Window:

5 Percent
5 Percent
0.03 minutes

Defaulz VL’tL:lle*' 0.008

Default Sample AmOuntT: 0

Pea} Tyvpe decoiing: * -> Time Reference Peak
Nunber of Ccmpounss in Tatabase: 1

vy
bd
el
1
0

[l
€
M)
-
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Battelle Study Number SC900078
Zoecon Study Number 1538

PROPETAMPHOS (5CS800078) . - Fage =
g :ja.ﬁzgqu -
File: D: \CHEMPC\DATA\BREAD\1701019.D
Operator: STEVE SUMMEIR
Date Acguired: 15 Mar 91 9:57 am
Method File Name: PROPET1.M
Sample Name: BREAD BLANK EXT #45547-43-14
Misc Info: SC900078
Bottle Number: 17
Compound: PROPETAMPHOS
Ret Time:
Anount:

Pk # and Type: 1
*#dkxxx NOT FOUND **xx*

L e .o . ~ . . . Le . CmmAAAnA



Battelle Study Number SC900078
Zoecon Study Number 1538

File: C:\CHEMPC\DATA\BREAD\170101%.D
Operator: STEVE SUMMER
Date Acguired: 15 Mar 91 9:57 am
Method File XName: PROPET1.M
Sample Name: BREAD BLANK EXT #45547-43-14
Misc Info: SCS00078 .
Bottle Number: 17
3%, ol
mbundance ' Ion 138.00: 170i018.D
3000 4
25004
2000+
PROPETAMPHCS
21500~
1000 - }
Bl il
) * f
s00 0 , \J, ) N 4'¢K, N .
<V.W—."'\~rfu"‘\"d w\“'" Vet d oSyt ot b Mu\w\
N 7T T T ]
TITe => /.77 ;.20 £.00 c.0¢C ~0.0C :1.0C 12.0C 12.C0C 14.C°C

Page 23 of 1I=




Calibration Last Updated:

Battelle Study Number SC900078
Zoecon Study Number 1538

PROPETAMPHOS (SC900078) Page

B3 3[25]9
Fri Mar 15 16:50:34 1991

External Standard Report - DETAILED

Iinformation frcm Data
File:

Operator:

File:
D:\CHEMPC\DATA\BREAD\IQ0102l.D
STEVE SUMMER

Date Acguired: 15 Mar 91 10:49 am
Method File Name: PROPET1I.M
Sample Name: 0.1 PPM BREAD SPIKE EXT F433547-33-072
¥isc Info: SCS00078
Bottle Number: 19
Report Stvle:
“Graphics: (6n) CIf
Cempounds: (All) Single
Quantitaticn Settings:
Reference Peak Windcw: 5 Percent
Non-Reference Peak Wwindow: 5 Fercent
Correlation Window: 0.CZ minutes
Default Multiplier: 0.0C8
Defaultc Sample Amcunt: o]
* -> Time Reference Pezk

Fea¥ Type decoding:

<
[ohs

Nunmber

Czrmpounds in

Database: 1

Page 64 of 154
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Battelle Study Number SC900078

PROPETANPHOS (SCS00078) ZOeCm1Study Number 1538

File: D: \CHEMPC\DATA\BREAD\1901021.D

Operator: STEVE SUMMER

Date Acquired: 15 Mar 91 10:4S am

Method File Name: PROPET1.M

Sample Name: 0.1 PPM BREAD SPIKE EXT #45547-43-08
Misc Info: SC900C078

Bottle Number: 19 .

Compound: PROPETAMPHOS

Ret Tine: 9.62

Amount: 0.08 UG/G

Pk # and Type: 1
# Qualifiers Not Satisfied

e ————— et
.55 9.2 | 9.55 5.69 | 9.55 °.'69
Target Q1 Mergead

Signal Ratics Lizits RT Limits Area Integ Tyvpe
Tgt] 138 | 100.0% l S5.62 9.38 |9124 !
cno] ores ? 52.¢  0.0-0.0 $.62 to 4829 g
2 1o ' I 9.86 ;
33 0 l | !
| |
: PRCPETEMPECS |
| Response g
} “ALIBRATION CURVE -- BREAD MATRIX —ETT |

Emount

ng/mL

s
3
)]
n
D
[
O m




File:
Operator:
Date Acqguired:

Battelle Study Number SCS00078
Zoecon Study Number 1538

C:\CHEMPC\DATA\BREAD\1901021.D
STEVE SUMMER
15 Mar 91 10:49 am

Method File Name: PROPET1.M
Sample Name: 0.1 PPM BREAD SPIKE EXT #£453547-43-08
Misc Info: SC900078
Bottle Number: 19
//}A, /,‘/
poundance Ion 138.00: 1901021.D
3000 -
2500 4
2000 4
q 15001 PROPETAMPHOS
i : {
1 10004 \
! \
1 |
500 A NASEW o
T A s A it moan LA M w wWha .Y k
1
3
0 1
‘ B S S o B B L By B e B S e
Time =-> .00 7.00 .00 5.00 10.00 11.00 12.00 13.0C 1z.00




Battelle Study Number SC902078
Zoecon Study Number 1538

APPENDIX 5

DETAILED ANALYTICAL DATA - BUTTER
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Battelle Study Number SC900078
Zoecon Study Number 1538

TROSTTANGHOS 00D ETSIOUE METEXZ CALIDATION

2o S LAY PO

TLTH SOVVARY PAGD X 2

cmgasen ATl emm =
Setesn O S

i

LYMALY RIS

INTIRS: DETE:

YLEIX: BUTTER INMLYSTS 2T MARCH 26,1991

SuiLt e

SO OV S 0525

TIRATION STANDRRDS

QL.
SRELE 1RE NIEEIX PDIR A=t CONC.  PERTENT
TS

CRIPTION  45340- AREA  ATEAGE KRG DEVIRTION

534 1.285282 25,5283

£20¢

8203 1.717643 71.76432
§204 1579 6,767784 35.35369
8208 4045707 10,0858
3256 3165 £.272655 17.47304
5267 9.941£22 0,583776
$25t G675 %.17810 15.28758
£33 10.8783% £.082435
£i0 3833 10.43044
N £.352124 .
3y 3.3180
£33 3.10528

ITTRATT DIVIATIN:IC.05673

T SOELET I

SITLSIIT NN TDD s PLEF REL: 1-NTTTIIIBTIOMLIILIR)

Pttt [ e al st
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"

age 1 . .

Seguence calibraticn
File:
OperatcrT:
Date Aczzulred:
Method FTile Name:
Sample Name:
Misc Info:
8octle Number: 9

Sample

STEVE SUMMER
28 Mar <1
PROPET1.M

TROPETAMPHCS (SC900078)
~alibraticm Last Updated: Thu Mar 238
=x+ternal Standard

zSeference window: 5 Percent
van-Reference Window: 5 Percent
~orrelation Window: 0.03 ninutes
Sefault Multiplier: 1

~efauit Saz=—ple Amount: 0
T-mfermaticon

==xx Ccmpcound I *=*

Nzme FRITZTIMPHETS ()

Te-. Time .3I min., ExtTract 2 Intezrate
Tiznzl Fel FmesT. PcT. Unc. T
ilogel 2

o2 C - - 5

- - -‘;4 v LO

- - . e reeem g

PRAB T 2T (CG/G respcnsa

_ . o=

- - pol Y

z z 187¢

L. A P

e ~C 1€z

- = - = —~—&T

P - 1072

e ] 1572¢

- - e

BRRe) _C3 Z61EC

Battelle Study Number SCS00078
Zoecon Study Number 1538

o ‘{// c,

D:\CHEMPC\DATA\BUTTERI\0901011.D

g:41 pm

CAL STD 25 NG/ML EX

£45547-5%=0¢
SC900078 [

25, q/z [a1

21:34:55 1992

PROPETLI.Z
PROPETI.E
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Battelle Study Number SC900078
Zoecon Study Number 1538

File: D:\CHEMPC\DATA\BUTTER1\0901011.D"
Operator: STEVE SUMMER
Date Acquired: 28 Mar 91 9:41 pm
Metrod File Name: PROPET1.M
Sample Name: CAL STD 25 NG/ML EXT #45547-59-09
Misc Info: SC900078 &l
Bot=le Number: o Y14
kbundance Ion 138.00: 0901011.D
ﬁ
7¢0
6C T =
1 PROPETREMPHOS
5¢2 1
&2 =i
| 3cz 3
i 1
i 2c2 3
i : e T v . T T i v T v T N ~ - i T 17 v Y v l' v T i 1 . T v T 1 T RS v T v v 13 1 L] +
Time -> 6.C0 7.C0 £.C20C .00 10.00 1:.00 12.90 13.00 14£.00
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Battelle Study Number SCS00078

. Zoecon Study Number 1538
PROPETAMPHOS (SC900078) A u/}/Q/ Fage 1

Calikration Last Updated: Thu Mar 28 23:47:13 1991
External:Standard Report - DETAILED

Information from Data File:

File: D: \CHEMPC\DATA\BUTTER1\1701004.D
Operator: STEVE SUMMER
Date Acguirec: 29 Mar 91 10:46 am
Method File Kame: PROPET1.M
Sample Xame: BUTTER BLANK EXT #45547-58-14%
Misc Info: SCS00078 2] 4
Bottle Number: 17 &> Y2 (<1

Report Style:

. sraphics: (C) cfs

Compoundgs: (2X1) Sincle

Cuantiteticn Setting
Reference Pezx wWindow: 5 Percent
Non-ReZerence Peak WiIndow 5 Percen<t . .
Correlzticon window: .03 minctes — -
Defaulz Multiplier 0.008
DefauvlT Samcle AmOuUnt: 0
Peak Twpe ceccosding x -> Time Reference Peak

Number of Compounis In Daztabese: 2




Battelle Study Number SC900078
Zoecon Study Number 1538

PROPETAMPHOS (SC900078) _&;.uy,/%, Page 2
File: ) D:\CHEMPC\DATA\BUTTERl\1701004.D
Operator: STEVE SUMMER
Date Acguired: 29 Mar 81 10:46 am
Method File Name: PROPET1.M
Sample Name: BUTTER BLANK EXT #45547;56114
Misc Info: . : sSC900078 A
Bottle Number: 17 .

Jra Y2 [a

Compound: PROPEZTAMPHOS
Ret Time:
~Tount:

¥ # and Type: 1
xkkxx NOT FOUND #**%*

L N VI Y R R



Battelle Study Number SCS00078
. Zoecon Study Number 1538

File: D:\CHEMPC\DATA\BUTTERI\1701004.D
Operator: STEVE SUMMER
Date hcguired: 29 Mar 91 10:46 am
Method File Name: PROPET1.M
Sample Name: BUTTER BLANK EXT #45547—S§-14
Misc Info: SC900078 : Ly <~
Bottle Number: 17 2/
7’/3/7//.{"/
Rbundance Ton 138.00: 1701004.D

800 ]

700 4

600 7

1 PROPETAMPHOS
®
400 -

l
~ "#"J“JWJMH(

Wit W

LI SR IR LN S S 1 L S S U A A CENR S S §

- ——— T T . — —— —
Cime -> €.00 7.00 £.00 9.00 10.00 11.00 12.00 12.00 142CD
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Battelle Study Number SC900078

PROPETAMPHOS (SC900078)

Zoecon Study Number 1538

;’)Aq///q/ Page 1
Calibration Last Updated: Thu Mar 28 23:47:13 1991
External Standard Report - DETRILED
Infcrzation from Data File:
File: D:\CHEMPC\DATA\BUTTER1\1901006.D
Cperator: STEVE SUMMER
Date Acguired: 29 Mar 91 11:29 am
Method File Name: PROPET1.M
Sax=zple Name: 0.1 PPM BUTTER SPIKE EXT #45547=56-08
“isc Info: SC900078 ~l
=ottle Number: 1S A 9/1/5,
yie:
ics: (Cr off
Co=pounds: (211) Single
iecn Settings:
ence Peax wWindow: 5 Percent
eference Pezk Window: 5 Percent
lzzion Window 0.02 minutes
1< Multizlier 0.008
1T Szmple AmouUntT: 0
Tvpe decciing: * -> Time Reference Peak
Numzer cf Compounds in Database: 1




File:
Operator:

_ Battelle Study Number S
PROFETAMPHOS (SCS00078) Zoecon Study {umber 153§%0078

D: \CHEMPC\DATA\BUTTER1\1901006.D
STEVE SUMMER

Date Acguired: 29 Mar 91 11:39 am

. Method File Name: PROPET1.M
Sample Rame: 0.1 PPM BUTTER SPIKE EXT #45547-52=0S8
Misc Info: SC900078 Bt
Bottle Number: 29 ‘A ”/2/‘“
Compound: EXRDPETAMPHOS
Ret Time: 3.351
Enount: .10 UG/G

P £ and Type: 1
# Qualifiers Not Satisfied
i
f
"w\/\"-f -\j\/v
T T T T 1 —I T T T Y 1 3 T T Y X 1
€.44 9.528 | 9.44 9.58 | .44 $.58
Tarzex Q1 Mergea
Sicnal Retios Limicts RT Limits Zrea Integ Type
Tz i3S ;. 20CC.0% | ¢.52 °.27 4217 |FROPETL |
== | 1s2 ! 42.7 2.0-0.C g.51 to 1801 >RePETi |
=2 0 5.75 |
73 ol | |
| | | l !
PROPETAMPEOS
respcrise
CALIBRATION CURVE -- BUTTIR MATRIX -

cecs Linear/Cricin




File:

Operator:

Date Acguired:
Method File Name:
Sample Name:
Misc Info:

Bottle Number:

Battelle Study Number SC900078
Zoecon Study Mumber 1538

D:\CHEMPC\DATA\BUTTERI\lQ01006.D

STEVE SUMMER

29 Mar 91 11:29 an

PROPET1.M
0.1 PP BUTTER SPIKE EXT #45547-%8-0¢
SCS00078 Gl

T %2

19
5//%1//

g
.
y
1)

Rbundance

1000

‘.A.LLLA.A aalaaaas

saaadasaalasaslasaat

\"""**“*‘j“w*leJ‘Jw o

Ion 138.00: 1501006.D

PROFZTARMPHO

Ul

oy e

A

W l‘w) fJ UJ ,

LA S SN TN U S r T

—r — T
20.0C 11.00 12.00 13.00 14.00




