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I. Summary Q

- This tolerance enforcement method determines RH-7281 residues m the cuc
vegetable group, 1.e. cucumbet, cantaloupe, and zucchin:

RH-728! residues are extracted from the cucurbit matniees by biending thh!; cetontnie
The extract 15 partally punfied by a liquid-hqud partihon, » carbon S&@‘me
Extraction (SPE), and an Alumina-B SPE

Quantitation 1s perfarmed by gas-liqud chromatography using el n capture detection
(GC/ECD) and confirmation is done by mass selective detectton ( SD) The himat of
quantitation (LOQ) 15 0 010 ppm and established by actual fi ations at this level

The limut of detection {LOD) 13 esumated at 0.003 ppm Th recovenes of the
fortification samples, m the concentration range of 0 610 - ppm, are as follows
Cucumber 89 8+104 @ 25
Cantaloupe 89.99.82 @ 15
Zucchim 88 419 14 2
Overall 89.319.71%¢ 62

R— %’
The accountability of the method forRH-7281 i cucumber 1s 106% as demonstrated
dunng radiovahdation The alidation also indicates a very good agreement 1n the
concentration of RH-7281 the analytical method and metabohsm study results

\2

2. Introduc

be used on of crops Based on the metabolism study [Ref 1], the parent 15 the
only major ue present in cucurbit matrices. This tolerance enforcement method was
devel to determine the residue of the parent compound 1n cucurbits to establish

tok or registration of the compound

RH-7281 1@ ide recently developed at Rohm and Haas Company and targeted to

report compiles data from the preliminary analytical method [Ref 2], data from

sidue tnals [Ref 3], and data from radiovatidanon which was conducted dunng the
od development.

- &

Q
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3 Experimental Compound Q
The structure of RH-7281 is shown below.

oy

X

CAS Name 3.-5-dichloro-N-(3-ch]om-l§ -methyl-2-oxopropyi)-4-
methylberizamide ©

CAS Number: 156052-68-5 ©

Proposed Generic Name, zoxarmde @

REHILD. Lot# i Appearance Expiration Datg

RH-117281* ELM1157 White Sohd Nowv. 11, 2001

*The full R&H sumber s RH-11 designation typically used in seudies is the four digit

abbreviation RH-T281

4 Chemi:@npnnd Solutions

Acetonifnle HPLC Baker
A.lu:@ Cartridge LC-Alurmina B Supeleo
(0.5g 6mL) Cat # 57085
&Lh?fdrous Sodium Sulfate Analytical Fisher Chemical
Q&arbon Cartndge ENVI-Carb Supeleo
(0.5g 6mL) Cat #.57094
Ethy) Acetate HPLC ) Baker

FORM 4883 APV 1078
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Hexane HPLC Baker \%
- Sodium Chionde (NaCl) A C 5. Reagent Baker %

Water Mill-Q Millipo @kcm

* Other manufacturer brands may be substutated 1f shawn to be sutable %\y

Prepared Solutions Q

0 IN NaCl solution was prepared by dissolving 5 84 g of %ﬁo 1000 mL of Matl-Q

water

5/95 (viv) ethyl acetate/hexane solution was prepared ng 50 mL of ethy! acetate
and 950 mL of hexane 1n a 1000 mL flat bottom flas

3070 (viv) ethyl acetate/hexane solution was p by mmang 300 mL of ethyl acetate
and 700 mL of hexane 1n a 1000 mL flat bonb

s Equipment ?@
aarul L0 io 1

~— Equpment Source”

Blender Q Model 31BL91 Waring Cornm.
Buchner Fumnel % 200 mL Coors

Filter Fiask ? 500 mL PyTex

Falter Paper #3 ‘Whatman

Flat Bottom Flask, ST 1000 mf, Fisher Scientific
Rotary Evapo@ Mode! R114 Brinkman
Round Bot@?iasks, 24/40 ST 250 mL and 500 mL Fisher Seientific
Separatdzy Funnels 500 mL Fisher Sciennfic
Scnl Model 1510 Branson
% SPE Vacuum Manfold Mamfold Supelco

andard laboratory equipment, balance, beakers, etc

Q * Other manufzcturer brands may be substituted 1f shown to be surtable.

- O
Q
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6. Method Q

N/
61  Method Flow Diagram @Q/
V:

10 g Cucurbit Sample Y
; W
Extraction {acetomtnle, biending) %
. Q

Liqud-Ligwd Partiion (EtOAc/0. TN )
i
Carbon SPE Q?
4
Alumuna B

GG/ECD or GEZBISD Quantiation

62  Sample I’re;:taratw@S
Prepare frozen ¢ e cucumber, cantaloupe, and zucchini, by chopping
the samples n a fi er with dry ice. Allow the dry ice to sublime
overrught in a Store the processed samples 1n a freezer prior to use

@muon
Wel h of homogemzed cucurbit sample 1n a weighing dish and transferto a
bl . At thus ime, spike fortification samples with 2 known amount of

1 in hexane Allow the solvent to evaporate n a fume hood for about 30
utes until the sample 15 free of solvent

dd 100 mL acetonitrile to the blender jar (the blender can be substituted with a
bssuemizer) Blend the slurry for one minute at a medium speed. Fulter the slurry
through a Buchner funnel mounted with a #3 Whatman filter paper mto a 500 mL

Combine the filtrates (~150 mL) 1n a 500 mL round bottom flask and concentrate

Q% filtration flask. Rinse the blender and the filter cake with 50 mL acetomtrile

vQ@Q
Q

to about 10 mL on a rotovap at about 40 °C under dinumshed pressure {about 50
mm Hg)

FORM S WEY 1WTE
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%\*
64  Liquud-Liguid Partition

Add the extract to a 500 mL scparatory funne! contaiming 100 mL of aCl
aq. solution, Rinse the flask with ~5 mL of water and 100 mL of etate and
add all nnsates to the separatory finnel. Shake the funnel for on te with
frequent venting and allow two phases to separate, Drain lhc hase to the
500 mL round bottom flask Transfer the orgamsc phase to 500 mL round
bottom flask Partition the aqueous phase with another Sﬂ%bof ethyl acetate in
Comibine both organic
dryness on a rotovap
g) Dissolve the
onds

the same manner  Discard the aqueous phase to waste
phases to the 500 mL round bottorm flask and concen
at about 40°C under dimimshed pressure (about 50
residues with 10 mL of hexane with somcation f

6.5  Carbon Solid Phase Extraction @

Top the carbon cartridge with about 0 §crty of anhydrous sodium sulfate and
nnse the cartndge with 5 mL of 5/93 (VA ethyl acetate/hexane  Discard the
effluent at this stage Apply the | of residues 1n the 500 mL flask to the
cartndge. Ranse the 500 mL ro ttorn flask with 30 mL of 5/95 (v/v) ethyl
acetate/hexane and apply the to the cartndge  Collect the eluate and
transfer it to a 250 mL roun om flask Note: RH-7281 1s cluted from the
cartndge with 5/95 (v/v) €thl acetate/hexane. The elution profile should be
checked for each nt@ carbon cartridge and msmmum volume of elution

solution used to elut 281 from the cartridge See MNote on page 13 for the
elution profile che

Concentrate t lu: = to dryness on a rotovap at about 40°C under dimimshed
pressure ( mm Hg). Dissolve the residue with 10 mL of hexane with
sonicatio seconds

O

66 Q‘-‘« urmina-B Sohid Phase Extraction

&h the Alumina-B cartndge with 5 ml. of ethyl acetate and then 10 mL of

ane. Apply the 10 mL of restdue 1n the 250 mL round bottom flask to the
cartndge Rinse the flask wath 1S ml of 5/95 (v/v) ethyl acetate/hexane and apply
the nusates to the carmdge. Discard the effluent at this stage. Elute RH-7281
from the cartridge with 40 mL of 30/70 (v/v) ethyl acetate/hexane and transfer the
eluate 10 a clean 250 ml. round bottom flask Note. The clution profile shouid be
checked for each new lot of Aluqmna-B carindge and the mummum volume of
elution solutien used to elute RH-7281 from the cartndge See Note on page 13
for the efution profile check.

FORM 4605 WEY 1074
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Q

— Concentrate the cluate to dryness on a rotovap at about 40°C under dlm@
pressure {about 50 m Hg). Dissolve the residue in 10 mL of hexane v@
sorucation for 10 seconds :

4

Note. %

The analyte(s) elution profile should be checked for cach new lot of L@!} and Alumma-B
Mtnomum volurne of solvent should be used to clute most of the taxget andlyte from the cartndge
An example procedure for testing the elution profile for a new lumuna-B s as follows

1) Using 10 mL of 0.10 g/mL RH-7281 standard, follow theglution schemes as outhaed under
secuon 6 §

2) Collect the pre-tlution cuts as well as the target clu Qx Wash the column wuk 30 mL of
ethyl acctate and collect thus post-eluton cut
1) Concentrate the pre-elution cuts, the target the post-elution ctt to dryness

4) Dussolve the cuts 1n 10 mL of hexane gngd wifett them as outlingd in the GC/ECD quantitation
section

5) 1f the tafget cut Containg & mmumng%f_:fs% of RH-7281, 1t may be considered poceptabic

— 6) If the 85% of recovery cntena Jagutandard 1 not met, the followmg adjustment m elution
scheme should be made:
a) Forcase -wash cut sigrufi dard, erther the pre-wash
amount or ¢k vent percentage may be decreased.

b). Fore the post-wash cut contamna significant standard, the percentage of the
m@ ent i the clutmg solvent may be mereased

7. Quanty

Qmﬁtand@ﬁ be done with either GC/ECD or GC/MSD depending on the availability

of mstr%mauon.

@l Instrumentation and Conditions

& > Gas Chromatography/Electron Capture Detector

§Q§ GC/ECD HP 6890/Micro-ECD

Any other suitable GC/ECD system may be used for analysis afier venfying

_ ©Q system sutabibty,
&
{

FORM GRS P, TOTR



Techmeat Report 34-99.85 %‘\g

Injector HP 6890 Auto-Sampler Q
- Cn-column mode 4 é\/
Injection temp.: 150°C
Injectron volume- 10ul (Q
Column Rtx-5 (0.25mm I D x 30 m; O 25um film) \/
Camer gas: Helum N
Head Pressure 135 ps1
Flow rate 1.0 mL/mmn Q
Detector Temperature 300°C
Make Up Gas- Nitrogen
Total Flow 60 mljm@?
QOven temperature program

Inuttal temp, = 80°C, hol
Ramp at 20°C/min 10 2,
Ramp at 30°C/mun. to 280

old for 5 min
, hold for 3 min

Typical Retention Time. @

RH-7281:

Gas Chromrography@l Selective Detector
GC/MSD [PAERG/5973 MSD

Any other sui
system su

SD system may be used for analysis afier venfying

Iry ect:@ HP68%0 Auto-Sampler

Splitless mode (purge tme = 1.0 min.)
Q§ Injection temp : 180°C

Q Injection volume 10ul
@)lumn. HP-MSS5 (0.25mm I 1. x 30 m; 025 pm film)

Carrier gas: Helium

& Head Pressure: 104 ps1

Q Flow rate 1 0 ral/mun.
Q/ Oven temperature program:
Inttial temp. = 100 *C, hold for 1 mun

— © Ramp at 15 °C/min t9°250 °C, hold for 5 mun

&

FOM dB4S Py 10070
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Ramp at 30 °Chmin. to 280 °C, hold for 3 min. Q

Typical Retention Tume:

@’
SM miz 187, 189, 258 (quantitation 10n) Q
X
4

RH-7281 10-13 min. %

72 Preparation of Standard Curves &

721 Stock Standard Solution %

amount of ethy! acetate to make a 100 pg/ olution Store the stock solution in
the refngerator, Shelf hfe of the 100 k solution 18 6 months (see
reference 4] for details),

722 Intermediate Standard S n

Prepare & 1.0 pg/mL standard solution by diluting 1 0 mL of the 100
pg/mL stock sclution to H)hml i a volumetnc flask with hexane Store the
salution 2 reﬁ-lgerator@lf life of the solution is 6 mouths

723 Workng Sfdard Solution

Prepare wi standard solutions by diluting the intermediate standard solution
with hex.

O

Abgquotsize and source ™ Eanal Yolume

pg/mL 10 mL of 1 0 pg/mL 100 mL

50 ughml 50mLof 10 pg/mL 100 mL
0.020 pg/mL 20mL of 1.0 pg/mL 100 mL
0010 pg/mL 1.0mL of 1 0 pg/mL 100 mL

Store working standard solutions 1n a refngerator and prepare fresh every six
months or when they are needed.

FORad 459 REY WY
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7.2.4, Spiking Standard Solution \g

Use 0.10 pg/mL and 1.0 ug/mlL, standard solutions to fortfy 10 g of t
samples usmg the following procedure

Eornficanon (ug/g) Soluton (ug/mL) h@mﬂ
0

0010 01

0020 01

0050 10 50

010 1.0 EA 10

73  Preparation of Standard Curves g

A murumum of four standard selutions ed 1 a desired concentration
range Standards and samples are pre uantitated by peak area, although

height may be used A linear regressifén 1 used to fit the instrument response uto
the equation Y=mX+b Ag cYEgression can also be used Y =nX°+
mX + b. The concentrations of 81 1n samples are then determined from the
standard curves

74 Fortification ﬁ

Control samples are ed with a known amount of RH-7281 prior to
extraction Percen! very is calculated by measunng the peak area or peak
height, calculaﬁ@ pg/mL found from the standard curves, and correcting any
background (3£ the'residue level 1s 2 LOQ) from the control sample 2s shown in
Equation 1. §§

x 100% = % Recovery Eq.l
fication Amount (ug)

&

é Sample Analysis

Injection volumes are the same for samples and standards If necessary, the
samples are diluted to an appropnate volume to give a finai concentration within
the standard curve range.

%2 The residue concentration in ppm 1s determined as follows.

=pg/g =ppm  Eq2
Sample Weight (g)

FORM 1833 RSV 10TH
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~— 8

X

&’
76  Sample Calcnlation Q

A typical calculation using Eq.1 for the recovery of 0 10 ppm foni%n ofa
cucumber sample (Table | and Figure 12) 1s demonstrated as fi

0.0840 (ug/mb)x 10 (mL)  x 100% =84 0% Q%

10pg
The residue concentration in ppm 18 then detenmn g Eq 2 as follows
=0 0840 0840 ppm
10g

77  Run Tune of a Set of Samples §

The time required to run a set of 6 ley 15 about 18 hours including data

acqusttion . @

Radiovalidation %\?
81 Sample Prepu@

Cucumber samp . 98-0280-002) used in the radiovahdation were
obtained from n Research faciliies in North Carolina [Ref. 1], where the
field portion metabolism study was conducted. The control cucumber
sample . 98-0280-001) was also collected from the same mite  The
cucum! les were processed and stored frozen prior to use.

@)
8 ZQ?ample Analysis

épk extraction, ciean up, and quantitation by GC/ECD were conducted by

'S
&
Q
- O
Q@

lowing the prelirminary analytical method [Ref. 2].

The Liquid Scintiffation Counting (LSC) procedures were conducted according to
RMEF SOP RES.10 01 as follows.

Pror to analysis, weigh replicates from different areas (sample size ~400 mg) of

the C'* sample and control rephicates of the control for combustion to determine
Total Radioactive Residue {TRR).

FOUM sl NEY 1078
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Q

At extraction, measure the total volume for each control and C* sample tes
and then take 1.0 mL of alhiquot in triplicate from the control and C" 1 es for
liqund scintiliation counting., Aur dry the filter cakes and collect the that

remain after extraction  Wetgh the total werght and take replicates W’

combustion W

After Alumina-B SPE, measure the total volume for each ¢ I'and C™* sample
replicates and take ttiplicate of 1 0 mL aliquots for liqurd Samullation counting

$

Results and Discussion ?’

91  The Apalyucal Method @

Both GC/ECD and GC/MSD quanmano@e acceptable sensitivity for RH-
7281 and generate a linear response t 7281 m the concentration range of

0 010-0.10 pg/mL (Figure 1 to Fa and Figure 45 to Figure 49)

The limit of quantitation (LOQ ucurhat samples is established at 0 010 ppm
by analysis of fernfications target tevel (Table 1). LOD is estimated at
0 003 ppm.

No sigmficant interfe was found at the retention ttme of RH-7281 1n all three
matrices, using a 30 -5 column (Figures 6, 19, and 32).

The mean movc% RH-7281 for fortified samples 15 89.319 71% (n=62, Table
1} by GC/EC

GC/EC mmended as the prmary analytical method because of 1ts high
sensi tiributable to the three chiorines in the compound). Confirmation of
the n ts demonstrated by GC/MSD detection monitoring three typical
10n%4.¢. 187, 189, and 258 of the compound.

GC mlet gystem must be clean and conditioned to mimimize the degradanon
RH-7281 A temperature propram, ¢ g increasing injection temperature to
0°C below the maximum column bleeding temperature for one minute after the
elution of the parent peak, 1s found effective to remove the impunties that remain
n the mlet system Removal of 0 5 m of the analytical column, sorcating of the
insert in methano! for 5 minutes, and replacing the septa after about 100
injections were also effective to keep the system clean

If poor chromatography still persists after these changes, a new analytical column
and a new insert may be required.
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10.

(1

92  Radwovahdation \%
The resuits from radiovalidation are compared with that of the metabo, dy
(Table 2) in order to demonstrate whether the residues of RH-7281 ed 1n

the samples from the metabolism study were adequately measured

At the combustion step, the imtial material used 1n the analyt \t/hod shows an
average activity of 61,600 dpmy/g . It matches very well wi 9 dpm/g from
the metabolism study

At the exiraction step, the analytical method demons %ﬂ 106% 1n extraction
cfficiency comparing with 119% from the metabol%udy.

At the final quantitation step, the analytical m etermunes the final
concentration of RH-7281 tobe 1 28 pg/g suit matches very well with the
1 33 pg/g RH-7281 from the metabolism

Since there 15 & good agréement betw: o studies in the concentration of the
parent RH-7281, the radiovalidation,is ¢fiimed successful and validity of the
analytical methoed is proven. @

— Y

TR 34-99-57, “1*C @281: Nature of the Residue in Cucumnbers” Ashok
ul

Sharma, Concury mission.

580, “RH-117,281 Fungicide Field Residue Trials in Cucurbit
oup”. Deborah Graves, Concurrent Submission

1452, RH-1455, RH-7391, and RH-7399" Ipin Guo, March 18, 1999

&34—99-[2. “Storage Stability of the Standard Soluticns RH-7281, RH-0721,
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25
Peer Reviewer Dennis M:
Q
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Techeucai Report 34-99.85

Table 1 Fortification Recovery Results

X
S
&%

I
N

Fortification Reference Recovery, % Q;i/ate

(ne/) GC/ECD (MSD) VC ddlyy

2%/
0 010 {Cucumber) TR 34-99-43 900 Q 03/12/99
0010 TR 34-9943 936 03/12/99
0010 TR 34-99-43 105 A 03/17/99
0010 TR 34-99-43 983 03/17/99
0010 TR 34-99-43 90 :V 03/22/99
0010 TR 34-99-43 9 03/22/99
0010 TR 34-99-43 67.2) 04/26/99
0010 TR 34-9-43 105) 04/26/99
o0 TR 34-99-160 © 09/12/99
0.010 {Cantaloupe) TR 34-99-43 @ 929 03/01/99
0.010 TR 34-994 934 03/01/99
0010 TR 34-99. 730 i74 2; 03/26/99
0010 TR 34- 992{97.3 03/26/99
0.010 TR 34-9%: 834 05/07/99
N

0 010 (Zucchint) Re3-99-43 83.9 03/03/99

10 0943 829 03/03/99
0010 99-43 100 (88 2 04/05/99
0010 34-99-43 9300987 04/05/99
00t0 TR 34-99-160 107 08/10/99
0010 Q TR 34-99-160 828 0B/25/99
0010 @ TR 34-99-160 50.2 08/26/59

S
LOQ Mean t Dewiation 92.7£10.5 (88.5+14.9)
LOQN ples 21(6)
7o)
RS

FOMM 4885 REV 1048



Technical Report 34.99-85

Table 1 Fortification Recovery Results (cont’d)

S

YA
N
Fortification Reference G&R?Em\gry. '? ) ;73;.:
(ug/g) CD (MSD mm/dd/yy
¥
E
0,020 (Cucumber) TR 34-99-43 984 % 03/12/99
0'020 TR 34-99.43 923 Q 03/17/99
0020 TR 34-69-43 752 03/22/99
0020 TR 34-99-43 85.1(9 S 04/26/99
0020 TR, 34-99-160 76 0 09/17/99
0020 TR 34-9-160 93 09/20/99
0 020 {Cantaloupe) TR 34-99.43 3 03/01/99
0020 TR 34-99-43 718) 03/26/99
0020 TR 34.99-150 07/23/99
0 020 (Zucchim) TR 34-99-43 03/03/99
0020 TR 34-99-43 (78 1) 04/05/99
0020 TR 34-99-160 07 08/04/99
0.020 TR 34-99-160 770 10/04/99
0020 TR 34-99-160 96.0 10/12/99
0 050 (Cucumber) 879 03/12/99
0 050 75.1 03/17/99
0.050 881 03/22/99
0.050 101 (79.4) 04/26/99
0 050 82.5 09/17/99
0 050 (Cantaloupe) 944 03/01/99
0050 B4 5 (104) 0326199
0050 791 06/07/99
0 050 (Zucchant) 89.3 03/03/99
0050 96 0 (76.4) 04/05/99
0050 103 08/10/99
0050 TR 34-99-160 853 08/26/99
0 050 . §§, TR 34-89-160 73.8 09/10/95
010 (Cucu.mbcr% TR 34-99-43 889 03/12/99
0.10 TR 34-99.43 829 03/17/59
010 @ TR 34-99-43 340 03/22/99
010 TR 34-99-43 81 6(88.7) 04/26/99
010 TR 34-99.160 814 09/12/99
0 10 (Cgfialotipe) TR 34-99-43 95 4 03/01/99
010 TR 34-39-43 936 (91.3) 03/26/99
0.10 © TR 34-99-160 89.2 07/15/99
0.10 TR 34-99-160 881 Q7/23/99
0, 10 (Zucchmi) TR 34-99.43 94 03/03/99
TR 34-99.43 799 (85 3) 04/05/99
1 TR 34-99-160 76.4 08/04/99
TR 34-99-160 835 08/25/99
TR 34-99-160 772 10/04/99
Total Mean + Standard Deviation 89.319.71 (87.3t11 6)

Totat Number of Samples

62 (15)

FORM o843 PEY 1071



Technical Report 34-99-85 Qg’
Q

Table 2 Radiovalidation Results @@/

¥
LSC Results

N
Combustion =
Ininal Materal 60089+27,600 (n=8) %xﬁmoo (n=10)
TRR (ug/g)’ 1.53£0 70 Q%s&o 51
T
Extract 71235 @ 6500046823 (n=3)
PES ) @ 113036 (n=3)
Extraction Efficiency 119% v 106%
- Nva

Quaniuation
Final Solutton 6962 Q 541332159 (n=3)
TRR% [ § 87.9%

oy

=5
TLC and ﬁ
comple

éﬂgﬂ&l 133061 1281016 (n=3)

TheMethod (GC yg/)

Qg? Data cited from [Ref, 1]
R

® Spectfic Achvity = 39,274 dpm/ug
- O

Q

FOM 48, FEY 1OTE



Technical Report 34-99-85

Chromatograms

Appendix
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Techmcal Report 34-99-85 zs:ig::
¢

Operator 16

Acquired « 3-22«99 17 34 850 vusing AcgMethod RH7281.M
Instrument GC ECD

Sample Name =td 4 Olppm i

&’
File : € \EPCHEM\2\DATA\032199\STDAY D Q
N4

Misc Info Q.01 ppm 7281 std
Vial Numbar 2 %

= o

FGRNE 20 PV 106



Techmieal Report 34-99.85 %

File
Operactor
Acquired
Ingtrument
Sample Name
Misc Iafo
vial Number

+ 3-22-9% 18 00:12 uwring AcgMethod QHTZEI L

. GC ECD
atd 0 02ppm \
¢ G2 ppm 7281 scd

’ {

NG

C \HPCHEM\I\DATA\03)2299\STDAZ D
G

N/
&
N4

SORM tB5 FEV ‘0T



Techmcal Repont 34-99.8% %

Operater - IG

4
File . C:\HPCHEM\2\DATA\032299\STDA) D @
N4

Acquired :+ 3-22-9% 18:25'32 using AcgMethod RH7281 M
Instrurent GC ECD .
Sample Name std 0 05ppm
Misg Infe 0 05 ppm 7261 acd
vial Number 4 Q
a
Havporna, ET0AI BECDTA |

% i
ol ?% |

<®Q Figure 3 0 050 pg/mL Standard RH-7281 (GC/ECD, Peak Area = 589528318)

FORM vosr My 107HH



Techrucal Repart 34-99-85 g

File ¢ \HPCHEM\2\DATA\0322%0\5TDA4 D @
Qperator - I
Acquired 3-23-9% 18 SO 55 wusing AcgMethod RH7281 M ;{

GC ECD i W

Inscrument
Sample Name szd 0.10ppm
Misc Info 0 10 ppm 7281 sed
Vaal Number 5 :
A Z

ﬁ:_ TR

=X
- S
beg? l @n

()Q Figure 4 0 10 pg/mL Standard RH-7281 {GC/ECD, Peak Area = 1242287208)

Q@

e’

FORM 443 MEV 1078



Techmeal Report 34.99-85

1

1
1 20e+009d

1 0Oe+005.]
8 00e+008]

]
€ 008+008.]

]

4 oue-ooa_.:

2 00!‘008}

Res » 1 260+010 * Amt
Conf of Di “2] = 0 §97 Curve Fit Linsar/(3,0)

N
Met C.\HPCHEM\2\METHODS\RH7281 M
Ca ion Table Last Updated Tue Mar 2J 09 29:01 199%

&

Q Figure 5 Calibration Curve for RH-7281 (GC/ECD, 03-23-1999)

e
RH-7281 Q3-231-39 @
Response . ?
~
&

FORA gt RE 10TH



Techmcal Report 34-99-85 ®

Qperator
Acquired 3-22-99 1% &1 36 using AcgMethod RHY281 M

Inscrument GC ECD
Sample Name <control, cucurber
Misc Info Cucumber contral

Vial Number & Q

Fils € \HPCHEM\2\DATA\032259\CONTROL b @
IG %

b7

T 5?7

- &
O

- X |

1:-: @2\\. w7101

!
J IS

ME
F
f

Q Figure § Control Cucumber (GC/ECD, TR 34-99-43, Peak Area= 0.

FORS sank A 1978
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Techmcal Report 34-99-35

Data Fila C:\HPCHEM\Z\DATA\0%1299\011B1101.D
RAR 98-0041-1 Control Cucumbari GLP18722C

sarple Nage: 98-00B1-

tr

Q

@’

Injection Date

Sanpla Nanme

Acg. Qperator
Seaquancea File

Acg. Mathod
Last changed

Analysis Mathod

Last changed

RH7381 METHOD

« 971271999 5:59:17 PM
: 98-0081-1 Cntrl
: wos

C.\HPCHEM\ 2\ KETHJDS\RH7281.%
9/12/1999 1:55:27 PN by wos |
C:\HPCHEM\ 2\METHODS\RK?72681.X
$/L4/1999 9:31:48 AM by wos

C:\HPCHEM\1\SEQUENCE\WS0912 §

N

Int Voluml§

-

Q
ROV T =X
ceunta.
143000
20000 o ' QQ
o @
N ©©
= m %% - .Lg E
) e A b
N %
_ 23 £ N 1 % 123 B 175
RN
@xturml Standard Report
»
Sorted By H Signal
Calib. Data od 9/14/199% 9:32:38 AN
Multipliar H 1.0000
pilutian : 1.0000
Signal 1: B,
Rﬂtil@pc Araa Ant/ATea Amount Grp Name
(aip} countsts Engful}
—=-dep| [ [ -
va $220.120891 6.084548-7 5.§14%08-1 RH?281
T ¢ 5.61490a-3
& egults obtained with anhanced integrater!
strunant 2 9/14/1999 9:34 37 AM vos Page 1 of 2

@%

Figure 7.

Control Cucurnber (GC/ECD, TR 34-99-160, Peak Area > LOQ)

PO 244 REN 10778



Technical Report 34-99-85

Data File C:\HPCREN\2\DATA\002099\00580601.D Sappla Naoe- 93~-0081-~10 Ql

@’

RAR $§~0081-10¢ Contrel Cucumbari GLF18724C

Injaction Data

972071999 12:12-3¢ PM Seag Lina

Sampla Name : 98-0081-10 Cntrl Vial
Acq. Oparator : wos Inj
Inj Volums

Saguenca Filae
Acg. Mathod
Last changed
Analysis Meathed

C:\HPCHEM 1\ SEQUERCE\W50920.5
C:\HPCHEM\ 2\ METHODS\RK7231.K
$/20/1999 10-10:10 AM by woe |

€ \HPCHEM\ 2\ METHODS\RH7181.X
Laat changsd 572171999 11:19:2% AN by wos
RK7281 METHCO

o e b e

K

5

Ay
%3
4

Ty W

=] N
=

1000 - ?i
weo @)
e @)
F3
L3
= l | X 1 i
>\ TS
0 . : 5 , : ‘ ,
18 [N 10 128 L S i .
%nl Standard Report
Lo
\Y%
Sorted By \{w Signal
Calib, Data Moa : ®/21/1999 11.18 25 AM
Multiplier . 1.94900
tilution % : 1.0300
signal 1 z@.
RatTioe Aras Amt/Araa Amount Grp Hane
(min) counts#s | [ng/ul)
u.o%a 4597.95547 0.00000 6.c0¢00 RH7281
Tot ¢.00000
ults ohtained with srhanced integrator!
rnings or Errors :
Paga 1 of 2

;@u-nt 2 9/2171999 11:120:02 AN vos

©>Q Figure 8. Control Cucumber (GC/ECD, TR 34-99-160, Peak Area =9).

§7(.7
&

A
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Techmeal Report 34-59-85

File . € \HPCHEM\I\DATA\032299\SPKZ-L O Q
oparatar IG

Acquired 3-22-99 20 06 55 uaing AcgMeched RH7281 M

Instrument 6C ECD i V
gample Name 0 Olppm spkie, cucumber \

Misc Info . 0.01ppm apika cucumber

vial Number, 7

Fu_nn-.

" 507

AT

1232

JJ Lo d A

Q Figue 9. Forufication Cucumber at 0.010 pg/g (GC/ECD, TR 34-98-43)
- O Peak Ara = 113724481, Renovery = 90 8%,

FORM 405 REY 1074



Technical Report 34-99-85 §
Q

File C \HPCHEM\2\DATA\032299\SPKZ-3 D @
Oparator IG
Acquired 3-22-9% 20 57 32 using AcqMethod RH7281 M V

Inatrument GC ECD

Sample Name O O2ppm spkie, cucumber
Misc Info - 0 OZppm apike cucumber %

Vial Mumber 3 Q
-y

:_F SRS ELDIA é ;
el §? |
- S |
o &
- ot 5 |

Y

Figure 10 Fortification Cucumber at 0,020 pg/g (GC/ECD, TR 34-99-43)
~— © Peak Arca = 194723622, Recovery = 75 2%

QQ%

FORM 303 REV 1073



Techmical Report 34-99.85

File C-\NPCHEM\ 2\DATA\ 032298\ 5PKZ-4 D
Operator

Acquired 3-23-99 § 44.08 using AcqMethod RHT281 M

Instrument - GC ECD
Sample Name 0O O05ppm spkie, cucumber

vial Number 10

Miac Info Q0 0Sppm splke cucumber .\:

g/

Peak Area = 556894100, Recovery = 88 1%

QQ Figure 11 Foruufication Cucumber at 0.050-ug/g (GC/ECD, TR 34-95-43)

+Ord s NV 07T



Techn:cal Report 34-99-85 g

Cperator 1
Acquired 3-22-99 21 48:11 using AcgMethod RHI281 M
Inscrument - GC ECD

Sample Name 0 l0ppm spkis, cucurmber
Misc Info ¢ 10ppm spike cucumbar
Vial Number 11

E_{ — SFRISDREDTA

- =

File : € \HPCHEM\2\DATA\D32299\8PXZ-5 D :Q
g

“u,

25007,
i 1232
I
;

I
- et WL s 1

g 16.00 1109

Q Figure 12 Fortification Cucumber at 0 10 #g/g (GC/ECD, TR 34-99-43)
Peak Area= 1057632744, Recovery = 84.0%

FORM 435 REV 1078



Technical Report 34.99.85

S
RAR 95-0081-4 Treatedld Cucuxber GLPI8T22T4A @
Diluted 1:10 with hexane @

g

Injection Date : 9/12/1999 9:12:46 PM S8qg. Linm
Sample Nane 3 $3-0081=4 Trdfdh ' Vial 1

Acq. Operatar 1 was In
' Int} volume Bl
Sequence Fila : C:\HPCHEM\1\SEQUENCEL\WS0912.5

Acg. Msthed ¢ Co\HPCHEM\\METHQDS\RH7281.M
Last changed ¢ 9/13/1999 1.55:17 PM by was
Analysis Mathod  C:\HFCHEM\2\NETHODS\RH7281.M
Last changed T 9/I4FL999 9:33:48 AM by vos
RH7281 METHOD

X

‘oounts
143000 =

I W B
RN
RSN

%
., F-mm A

"T b1zers

23 AT 10

Xy

R
. Qm-rnu Standard Report

Calib. Data 9/14/1999 9:32°18 AM
Multipliaer 1.0000
pilution © : 1.0000

Signal 1B,

“
Sorted By % H Sigmal
Iséziild :

RatT TYpe Arsa Aat/Area Amount Crp Nana
[ countses {ng/ul}

| i
1 1.} 2.08203a¢ 5.7217)a=7 1.19128s8-2 RH7281

:&;u H 1.19128~-2

Rasults obtaipned with enhanced integrator!

trumant 2 9/14/19%9 9.315.04 AN wos Page 1 of 2

Figure 13.  Treated Cucumber Sample (GG/ECD, TR 34-99-160)
Concentration of RH-7281 = 0 0119 pg/g

FORL and MY 10T

a%

Data Pils Ci\HPCHIM\2\DATA\0912%3)019B1901.0 Sanple Naze; 98=0081=y -

{173

~



Technical Report 34.99-85

bDats Pile C\HPCHEM\Z\DATA\0Q9179910168i801.D
RAR 98-0081-7 Treated/7 Cucumber GLPLO723T7

N
Sampla Nane: 9!-0081-@!1

&0

Injection Date

P 9/17/1999 10:05:40 PM

Sag. Line : 1

Saspla Wame 1 98-0081~7 Trd#? i Vial : 1
Acq Operator : was Inj \ﬂ
i Inj Volum Ngl
Saguance Fils : C.\HPCHEM\1\SBQUENCE\W50917.5
Acqg. Mathod * C:\HPCHEM\2\METHODS\RH7281.M
Last changad P BS1771990 3:03:1) PM ny wos Q
Analysis Method : C:\HPCHEM\2\METHODS\RH7281.M
Last changaed : 97201999 9-31.30 AM by wos
RH7281 METHOD A
ol e Eﬂn‘ﬁ‘mm TF R
Saufts
14000 < O? ,
- &
= C%
. @)
o & f
X i
40000 - ? =
@ f
20000 o
A -
L] r T v y v
8 28 PN T 121 I 175 mia
L
\Igm-rnnl Standard Report
Sortad By H Signal
Calib. Data ad < /2071999 9:30.50 AM
Muleiplier H 1.0000
Dilution T 1.0000
Gignal 1 B,
RetT TYpe Area Ant/Aren Ampunt  Grp  Nanme
=i caunts+s [ng/ul}
13 e 1 1191485 S.13046e-7 5.74172e-2  RHT281
&ull H 2.741728-2
&Rlluln cbtained with enhanced integracor!
STIument 7 9/20/1999 9:32:45 AM wos Page § of 2

Figure 14

Treated Cucumber Sample (GC/ECD, TR 34-99-160)
Concentration of RH-7281 = ¢:0571 ug/g.

FORM 48485 REY. 109



Techmeal Report 34-99-8 §a’

Data Flis C:\HPCHEM\2\DATA\092099\021B2101.D Sanple Nama: SI-OUBL-IST@'
RAR 98-0081-15 TrastedslS Cucunber GLPLETI4TLS V
é@
Injaction Dsts . 9/20/199% 6°13-46 P Sey. Line : 2} 2/
Sapple Name . SN-0081-15Tras1s Vial :
Acg. Operator . woa Inj

2
2
iny "
nj Voluna -
Sequence Tile : €. \HPCNEM\ 1\SEQUENCE\W50520.3 w
Acg. Mathod : € \HPCHEM\2\NETHCDS\RH7281.M,
Last changad 9/10/1999 10:10110 AM by wos Q

Analysis Mathod : C:\HPCHEM\2\METHODS\RH7291.M
Last changed : 972171999 11.19:29 AM by wos

RHTZ8) WETHOD &
M b BRI ) ==, —
-ta
140000

| 1818
&
®
o Mg
4

| 2@ :
S p ':’
o = ‘ . -
0 23 HECNI R 10 124 13 s
=
Wnnﬂl gtandard Repart
»
Sorted By . Bignal
callb. Dats W [ 9/21/1999 11:1B:25 AM
Multiplier H 1.0000
Dilution H 1.0000
Signal 1: B,
RetTime - Araz Amt/Araa Amount Grp Nane
countats . {ng/ul]
5.30727a4 ‘s.auosa-‘l"a.ozow-—z RH7281
$ H 3.02040a~2
& ults oxtained with enhanced intagrator!
Z®m“ 2 942171999 11:30:52 AN wos Page 1 of 2
_ : Figure [5.  Treated Cucumber Sample (GC/ECD, TR 34-99-160)

Concentration of RH-7281 = 0 0301 pg/s.

Q@

FORM a8 REV 1078



Techmcal Report 34-99-85

Operator - 1G

Acquired 3-26-99 20°35-17 using AcgMethod BHI281 M
Instrumant GC ECD

Sample Nams control, cancaloupe

Miac Info : Cantaloupe control %

Vial Number- ? Q
D

File + € \HPCHEM\Z\DATA\012699\CONTROL D :@

lll_l‘_zlszl

:
Tt e -
Q% 900 4 oo ipo 8 7, S0 1000 1100 1200 1300 1400 1§ 00 1400 17 BY 18,00 1

C@Q Figure 16.  Contro{ Cantaloupe (GC/ECD-TR 34-99-43, Peak Area < LOQ)

FOPM s FIEY T8



‘Techmscal Report 34-99-85

Data Fils £ \HPCHEM\Z\OATAY0713994009B0301.0

$§-2070-1 Control Cantaloupe

T
P

s

Injection Date
Sanpla Nanae ;
Acq. Operator H

T/18/1999 7:33.112 PH
98-0070-1 enexl

wos '
Sequance Flila

¢ C:\HPCHEM\I\SEQUENCE\WSQ715.5
Acq., Hathod H

€ \HPCHEM\1\METHODS\RH7281 M
771571999 #:07:36 PM by wos
CA\HPCHEM\ 2\METHODS \RH7281. X
8/17/1999 9:56:15 AM by wos

Laat changed
Analysic Mathod
Last changed
RH7281 METHOD

Saq Line -

vial

RN
Inj vel\m% Bl

Q

€SO, Fﬁn"’ﬁﬂ| [:]) %

L]

140003 - ?

120000 §Q

100000 ©

oo 1 @

#3000 - g

] | || @3

N A
2 2% By s 19 128 7] 179 _ma
i{: Extarnal Standard Report
Sartsd By H Signal
Callb, Data Ma ad 8/17/199%9% 9 55:36 AM
Muleiplier . 1.0000
pilutien - 1 ¢age
Signal £i)egh1 B,
Arsa Ant/Area Apount Grp Nane
counts*s | Ing/ful]
- - RHY281

kotlh : 0.00000

Results obtaimed with enhanced integratoc!

Q 1 ¥araings or Errore :
@Xﬂltmmt 2 8/17/1999 9:59°24 AM wos Page 1 of 2

Q

Figure 17

Control Cantaloupe (GC/ECD,~TR 34-99-160, Peak Area = 0)

O
¢%

QAL SRS RIEY TR
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Techuical Report 34-99.35 %
Data Flle C:\HPCHEM\2\DATA\07229%\00%B0%C1 D Sampla Nama: 93-007 r

RAR 93-0072-1 Contrel Cantaloupa GLP1878C @

val
Injection Date : 7/23/199% 4:57:08 PM Seq. Line :
Sazple Name : $8-0¢72-1 Cntrl vial ¢
Acg. Operstor * WOS * iny &

Inj Volums N\%.

Saguance File 3 S \HPCHEM\ 2\ SEQUENCE\WS0721.5
Acg. Matnod .+ C.\HPCHEM\2\METHODS\RH7331.M
Last changed 1 7/23/1999 1-20'2) PM by WOS
Analysis Method . ¢ \HPCHEM\I\METHODS\RH7781 M
Last ¢changed . T/26/1999 7:53 32 AM by WOS Q\
RH7281 METHOD =

E 1

-
! ' X
70000 4 §
. O
. I
= ?? :
~ umu-i_,L’k E ? —
. )
2 LYY 19 Im 15 29 mg
QT—‘V

Y{E’xn:nnl Standard Report

Sorted By 1 Signal

Calib. Dats Mo d T/36/1999 7-%0:54 MM

Nultiplier H 1 0000

oilution H 1.900q0

Signal B,

Re%Ti . Area AntfAran Amcunt Grp  Nane
[ni GOUntets | I {ng/ul] |

--opm -] PR D
1. ra 5635 %4237 6.41602e&~7 }.65437&-3 RH117281
tals 3.654270-3

&Rc!ulcs obtained with nhanced integratar!
##4 End of Report e+

%ﬂ:trunﬂnt ? T/I6/1999 Ti54.08 AM WOS Page 1 of 1

—_ © Figure 18,  Control Cantaloupe (GC/ECD,- TR 34-99-160, Peak Area > LOQ)

QQQ
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Techmcal Report 34.99.85 \?
&%

N/
§@

Fils C: \HPCHEM\2\DATA\G3I2699\SPK1 D
Oparator . I
Acquired 3-26-9% 21.00 36 using AcgMathod RH7281 M
Instrument ¢c BCOD \f
Sample Name 0 01ppm spike, cantalcupe \
Misc Info + 0 Olppm epike cantaloupe
Vial Number 8 Q
Fesiganie, DRIDELA 4
[ &S ]
- % |
} }
Yot?: Qg . !
(
85407
[ 34

©©4%

Q Figure 19. Fortification Cantaloupe at 0.010 pg/s (GC/ECD, TR 34-99.43
© Peak Area = 96038125".e Recovery( =73 0%. )

FOPM 4885 REY 1073



Technical Report 34.99.85 $

Operatoxy
Acgquired 31-26-5% 21 51.16 using AcgMethod RY7281 M

Instrument GC ECD
Sample Nams 0.02ppm spiks, cantaloupe %

File + € \HPCHEM\2\DATAV\ 0326994 5PK3 D ?’:
16

Misc Info 0 02ppm spike cantsloupe

vial Number 10 Q

T BELDTA _\.\\5

™ X4 |
e &

i
&

TeT @ i
!
)

(F2 1]

Figure 20 Fortufication Cantaloupe at 0 G20 pg/g (GC/ECD, TR 34-99-43)
@) Peak Area = 219084323,  Recovery = §2 7%,

FORM 4843 AEV 1071



Technical Report 34-99-85 W
o

@’
9

Fila € \HPCHEM\2\DATA\012699\5PK4 O

Qperator . IG

Acquired 3-26-9%% 22 16:33 using AcqMethod RH7281 M
Inagrument GC ECD %f
Sample Name 0 0Sppm spike, cantaloupe

Misc Iafo ¢ 0Sppm spike cantaloupe %
Vial Number 11 0

TPKa DECDIA

i
/ﬂ@?

123

JnL_LuIL...|1lL 1

To0 o 1906 £100 1200 +3.00 14.00 1399 1§00 1700 1850 18

Q Figure 21 Forufication Cantaloupe at 0 050 pg/g (GC/ECD, TR 34-99-43)
© Peak Area = 560842721,  Recovery = 84.5 %
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Techmcsl Report 34-99-85 %

Operator
Acqurred 3-26-99 22 41 S using AcgMethod RH7281 M

Instrument GC ECD *

Sample Name 0.10ppm spike, cantsloups
Mimc Info 0 10pp= gpike canteloupe @
1

Vial Number 12 B Q
rm-j EFRTTREEG §
=

- @
? geet7 © 123

Te-07
|

LE

File C \EPCHEM\2\DATA\032699\SPK5 D @
16 ?

Q Figure 22 Fortification Cantaloupe at 0 10 ug/g (GC/ECD, TR 34-99-43)
Peak Arca = 1243317039, Recovery =93 6%

FORM S5 FEV. Tl



Techncal Report 34-99-85

Data Fils Ci\HPFCHEM\2\DATA\072299\014B1401.0
RAR 98-0072-) Cantaloupe trsated #3 GLPLI7ST)

.
Q@
Sample Hame: 95-0912@%‘:

Injection Dats :
Sanple Nane H

Acq. Oparator wos

Sagquence Tile
Acq. Mathod
Last changad
Analysis Mathod
Last changed

7/23/1999 6:58:33 FM
98=0072~

C: \HPCHEN\ 2\ SEGUENCE\N50721, 8
C: \HPCHEM\ 2 \METHODS \RH7 281 . X
772171999 1:20:2) PH by ¥OS
€. \HDCHEM\ 2\NETHODS \RH7 281, M
7/26/1999 7:53:32 AN by WOS

Seq. Lina . 314

1 Tredfd : vial : 4
Inj W

In) Volune % 1

Q

REH7281 METHOD
e i &ﬂEﬁﬁlisulm

|

i

L

BEEEERARERR

F

o

., Dcternal standard Report

5

Sorted By -% H Signal
Calib Data : 7/726/1999 T 50 54 AM
Hultiplier H 1.0000
Bilutien © H 1.0066
Signal 1: B,
RatTi . Aras Ant/Areaa Amount Grp Rana
(m1g] countars {ng/ul]

1 | -
.uwu §.94142a4 6.41602e-7 3.71681¢~2 RHL1728]

1% @

5.73483e~2

sults obtained with snhanced integrator!

G

Figure 23

mtrument 2 7/26/1999 T:34:24 AM WOS

Treated Cantaloupe Sample (ECD, TR, 34-99-160)
Concentration of RH-7281 = 0.0572 ug/g.

+s4 End of Raport #*¢
Page 1 of 1
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Technical Report 34-99-85 ‘%\ 48

Data Pile C:\RPCHEM\Z\DATA\071299\01561501.0 Sacple Name: $8-0071- Wﬁ
RAR 58-0072-4 Cantaloups treatsd #4 GLPLB75T4 @
Injection Date : 7/23/199% 712251 PM Seq Line : V"
Saopls Name 1 98-0072~4 Trtdéd | vial 1 15
Acq. Operator : Wos Ing :

C. \HPCHIM\2\SEQUENCE\N5072) ., 5

Saquence Fila
€ \HPCHIM\I\METHODS\RH7I81.M

- Acg. Method

Inj Voluna §(

PR

. Last changed 7/23/199¢% 1:20:2) PM by WOS

Analysis Mathod : C:\HPCHEM\I\METHODS\RH7231.K
Last changad « T/25/199% 7:53:32 AM by WOS A

RH72d1 METHOD

EEOV 0, (07255001 81561 D)
courts (%
80000 | ?
e
. —- . :
28 SNV 19 124 1 18
WIEMI Standard Report

Sorted By - Signal
Calib. Data Mcg H /2611999 7:50.%4 AM
Multiplier . 1.0000
pilution H 1.0000
Signal 1- B,
RatTim Araa Ant/Araa Amouynt  Grp Nana

{min coOunta*s {ng/ul)

11 @PB [:..29!4505 §.41602a-7 3.)1086a-2 BRHI17281
Tokals . $£.330864-2

&Ilulﬂl obtained with anhanced integrator!
@ “ew Fnd of Report #e#
Q’Itm-nt 2 T/I6/199%9 Ti1%4.27 AM WOS Page 1 of 1
_ 2 Figure 24 Treated Cantaloupe Sample (ECD, TR 34-99-150)
Concentration of RH-7281 = (0 0829 pg/g.

Fort sbed FEV 1078



e B985 %\W
Q

Data Flle C:\HPCHEN\2\DATA\0720991\00980901.0 Sanple Nama: DB-OO?O@MM
RAR 28-007C-4 Cantaloupe treated /4 diluted GLPIETIT4 ( Q
1:10)
)

Injection Date ¢ 7/20/1999 £:32:%1 PN , 5eq. Lina :, 9%
Sazple NHame i 98-0070-4 Trrdfs Vial
Acg. Oparator : WOS in} \?

y Inj Vel wl
Sequance Fila 1 C \HFCHENM\Z\SIQUENCE\WS0710.§

Acy. Method + C:\HPCHEN\2\MPTHODS\RH7241.% Q
Last changed  7720/1999 3:17:14 PM by WOS
Analysis Mathod 1 &) \HPCHEM\2\NETHODS\RH7181.M §
Last changed t 772171999 12.08:26 PM by ig
RH7381 METHOD - i\

1 -]

- T
- &

o

X
e
v

]
B

—
X | 123

& Vextarnal Standard Repert

Sortad By Signal

Calldb. Cata iea /2171999 12:07.01 PM
Multiplier H 1.0000

Dilution H 1.0000

Signal 1%1 B,

RatT TYpe Arsa Aat/Araa Agount Grp Name

countsss [ng/ull

| |
31! 516 PB £.9465a4  8.18523e-7 7.322948-2  RHT26L
1s 7.22294e-2

1
o
@ sults abtalned vith enhanced integrator!
QQﬂutmant 2 7/21/1999 121:09.32 PM wos Page L of 1

_ © Figure25.  Treated Cantaloupe Sample (ECD, TR 34-99-160)
Concentration of RH-7281 =0.0731 pg/g

QQ%

FORM S8 REV 1070



Techmcal Report 14.96.85 @

@’
File » C.\HPCHEM\2\DATA\O40QS9$\CONTR-Z D @
N4

Operator
Acquirad 4-4-59 21 08.97 using AcgMathod P.[-nzn M
[nstrumenc GC ECD

Sample Nama- zucchanl control

Mige Info %

vial Number 21 Q
j_g
B seet7 %

1
§

11i1

~

Q
0
I

3

28
A

i

R

4%,

8§

Figure 26 Control Zuechim {GC/ECD, TR 34-99-43, Peak Area < LOQ)

- O
q* |
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Technical Report 34-59-85

pata File C:\HPCHEM\2\DATA\091099\01182301.D Sample Hape’ 99001 ntrl
RAR 99-C026-~18 Control Zucchini CLPIATIAC @
Injection Date . 9/14/199% 3:06 02 PM Seq. Line -
Sapple Nans e : 99-0026~13 Cntrl vial 3 L
Acq. Gperator . wos ‘ Inj
in) Velum % 38
Sequance File : C:\HPCHEKM\1\SEQUEWCE\WS0%910.5
Acq  Method : C.\HPCHEM\2\METHODS\RH7281.M
Last changad : 97271999 1:47:4% PM by wos Q
Analysis Method : €' \MPCHEM\2\METHODS\RH7231.M
Last changaed T 9/12/1999 1-08:i11 PM by wos S!
RH7281 METHOD e~
Ca ) 1381301 5
BaunT I
140000 ? I
120000 = §§Z
1000 o ©
0000 + @
- )
o g E
S i'
= LL_/X g g
v, A
a . N .
P SN 10 YT T |
~ Extarnal Standard Report
N
Sorted By H signal
calib, Data ied $/12/1939 1:07.00 PM
Multiplie H 1.0000
Dilution H 1.0000
signal Qbﬂ)l B,
Rat Tyba Arak Azt /Area Amount arp Nams
4 I counts*s {ng/ful}
& PP |113:| 22522 0.00000 9.0009Q RH7281
%nls - 0.00000
& Results obtained with enhanced integrstor!
@ 1 Warnings or Errors .
QQ/tnAtruncr\t 2 9/12/1999 1+09:02 PM wos Page 1 of 2
_ Figure 27 Control Zucching (GC/ECD, TR 34.99-160, Peak Area = 03,

O

Q@

POk sy NEY. YT



Techmeal Report 34.99_85 \\3?

bData File C:\HPCHEM\2\DATA\100499\006B060%.D Sample Nane. 93-0018'@\!::
. RAR 98-0078~1 Control Zucchini GLP1R728C é?\/
s
Injaction Date : 107471999 S5:19:04 PN Seq Lina . Q
Saxple Nane : 98-0078-1 Cntrl vial :
Acy. Opsrator : wos Iny .
1Nl

« , Inj Voluza
Sequence File : ¢ \HPCHEM\Z\DATA\WS1004 S Y4
ACq. Mathod . €, \HPCHEM\1\MITHODS\RH7281.M \
Last changad © 10/4/199% 3135183 PM by wos |
Analys:s Method ! C:\HPCHEM\2\MEITHODS\RM7281.M
Last changed t 10/5/199% 8.24:41 AN by wos
RH7281 METHOD 4

co L A o ) i§
ey 7

|
%y

3 T
- N, m

el

S i
I
21 = 1 10 124 58 1y
Y
% ﬁxtcmal Standard Report
Sortad By : Signal
calib. Data d 10/5/1999 8:24:2% AM
Multipliar H 1.0000
pilution @ : 1.0000
Sigral 1@1 B,
ne:ri@qm Ares Amt /Ares Amount  Grg  Name
[wip] { i::tmm:s"u I ’ [ng/ful] e
%ﬁ vB 7550 74805 0.0000C0 0.00000 RH7281
® : 0.00000
%Resu.lts obtsined with anhanced integrator!
& warnings or Errors :
iQ Instrunant 2 10/5/1999 8 25:10 AM wos Page 1 of 2
— ©2 Figure 28 Control Zucchimu (GC/ECD, TR 34-99-160, Peak Area = 0),

Q

FORM 44ks MV TR



Techmeal Report 34-99-85

File
Cperator
Acquired

Inscrument :

Sample Name
Misc Info
Vial Humber

€, \HPCHEM\ 2\ DATA\ G408 99 \SPKL.D

GC ECD
rucchiny apixe ¢ Olppm

23

1 4-4-99 21 33.24 using AcqMechod RH7281 M Q§§59

&

Faspera_
95907
Peeg?

¥ 507

1T i< T

S

Q Figure 35
&

Fortificahon Zucchini at 0 010 pg/g (GC/ECD, TR 34-99-43),
Peak Area = 113599847, Recovery = 100%

FORM ey P 1078



Techmcal Report 34-99-85 <§EE§

Operator

&’
File + C-\HPCREM\2\DATA\C40599\5FI0.0 @
N

Acquired 4-4-99 22 23 54 using AcqMathod RH7281 M
Instrument GC ECD ¢
Sample Name zucchiny splks 0 Odppm
Mige Info
Vial Number. 24 :2
0
Faucones. SR ETDTA
, X |
enwri (é%?b
W’," v: 1
(:2
8 et <Sé§§} :
7 507 @:;D i
H
Test? @22? |
8 5aviT| Q;E:D J
{
[ (;g;: ,
 See07 QQth !
'

11
W

{ g

O
i,
3

Q Figure 30 Fornficanon Zucchin at 0 020.ug/g (GC/ECD, TR 34-99-43)
© Peak Area = 229488640, Recovery = 100 %.

FORSM 4048 PEV 10T



Technteal Report

File

Cperator
Acgquired

Instyument .

Sample Hame
Misc Info
vial Number

34-99-85 c§§sz

4-4-99 22 49 09 using AcqMethod RH72EL M

&’
¢ \HPCHEM\Z\DATA\CACS99\SEKY D @
N4

GC ECD
zucchini spike 0 O0Sppm
., 25 %

Fortification Zucchim at 0 050 pg/g (GC/ECD, TR 34-99-43)
Peak Area = 540411258, Recovery = 96.0%

FOMM 4803 PEY 1001



Technical Report 34-99-85

Operator
Acquired 4-4-99 23 14 15 uming AcqMethod RH?281 M

Inatrurment GC ECD
sample Name- zucchini spike ¢ 1dppm
Mime Info
Vial Number 2§ Q

g LLii

4 &

Figure 32 Forttficauon Zucchim at 0 10 ug/g (GC/ECD, TR 34-59-43
Peak Area=900294120, Recovery = 79 9% )

File € \HPCHEM\Z\DATA\O40%99\5PX5 D @

PORM w2 REV 1070



&
@&
g

Figure 33.  Treated Zucchini Sample (GC/ECD, TR 34-99-160)
Concentration of RH-728 = 0.0236 pg/g.

Technieal Report 34-99-85 %
—_ Data File ¢:\HPCHEM\2\DATA\100499141481501 D Sample Hana: su-nm@ﬂu
PAR 398-0078-3 Treated#3 fucchinl GLP1A718T) @
o)
Injsction Date : 10/4/1999 9'17:10 P . Sag. Line : 15%
Sanpla Nane : 98-0078-1 Trd/3 vial \f’
Atq. Oparator : wos Inj \
. Inj Val Bl
Saquance File ¢ C:\HPCHEM\ Z\DATA\WS1004.5
Acg. Mathod + Ci\HPCHEM\2\METHODS\RN7281.M
Last changad £ 10/471999 1:15-5) PM by wos
Analysis Mathed * €:\HPCHEM\2\METHODS\RH7281 M &\
Last changed : 10/5/1999 8:24°43 AM by wos
RH72§1 METHOD S
W1I(|Eﬁsﬂlﬁiﬁ ‘Y
-
120008 Qg '
19006 Q )§‘b
143000 + ©
e © .
200000 4 @ R
=
~— 20000 ] % B b
R &
= Q =H
il A s sl =
Y S S SR i T
~
S
&X‘Extsﬂml Standard Repart
Sorted By W H Signal
Callb, pata ied 10/5/1999 8:24:2F M
Multipliar . 1.0000
pillution : . 1 g000
Signal l.:l. 3,
RetTy TYpe Arsa Ant/ACsa Amaunt Grp Hane
[ counts~s | {ng/ulj
- I -
SL 1] 6.807208e4 1.49473a=7 2.3774378-2 RH7282
Q" ls ¢ 2.37742a-2
Q§ sults obtained with enhanced integrator!
strument 2 10/5/1999 3.15:40 AH vos Page 1 af 2

FORM L0 FRCY 10TR



Technicat Report 34-99-85 %\vﬂ
&

Data File C:\HPCHEM\I\DATA\091099\0208200L1.0 Sampla Namae: 99-0016 16
RAR 99-0026-16 Treated#ls Zucchini{ GLP1B720T16 S
Injection Dats : $/1071999 3:36:08 PN Se3. Line :

Sapple Nanme : 95-0026-16 Trdlé vial @ 2

Acqg. Operatar : was Inj g
Inj VolumecXLih1
Setusncs File : C:\HPCHEM\1\SEQUENGI\WSCS10.S @

Acg  Method © €:\HPCHIM\2\METHODS\RH7281.M
Last changed  : 9/2/199% 1:47:45 PM by wos
Analysis Method : C:\HBCHEM\I\METHOOGS\RH7281.K

Last changad s 971271999 1:08:11 PM by wvos &
RH7281 METHOD
o h

:n—rmm %

102000

B
Q
&
—
g

L F s

A
a L N . . ]
0 Py NV Y 128 15 s
Y(&tuml Standard Report
Sorted By . #ignal
Calib. Data B 9/12/1999 1:07:00 PM
Multiplier : 1.0000
Dilution 1.06000
Sigral B,
RatT P Area Amt /Area Amount Grp NHaoe
[£ 3% counts*s | [ng/ul)
12\05 F?B JJ..SZSRO!.’ 5.280008-7 S.OJ.HIHO-Zil RH7281
tals : $.012048-2
A\hsults obtained with enhanced integrator!
%ﬁscmqnt 2 9/12/199% 1:09:25% PM wos Page L of 2
Q Figure 34 Treated Zucchini Sample (GC/ECD, TR 34-99-160)
© Concentration of RH-7281 =0.0799 pg/z.

g

SR 4385 AEV 1070



Technicat Report 34-99-25

Data Fils C:\HPCHEM\Z\DATA\D91099102382301.D Sample Name: 99-0026 1¢
RAR 99-0026-19 Treatsdfly Zucchini GLP1B720T19

Injection Date
Sample Name
Acg Jparator

Sequencs Plle
Acg. Method
Last changed
Analysis Mathod :
Last changad
RH?281 HETHOD

T 971071999 7:09:02 FM

t 9/1/1999 1:147:45 PM by wos
t 971271999 1:108:11 M by wos

Seq. Line :

v
vial : Z_R_

‘ g

' In} Val Nl

C:\HPCHEN\ 1\SEQUENCE\W50910.5

C: \HPCHEM\ 2\METHODS\RE7231 .M

99-0026~-1% Trdl9
wos

C. \HPCHEM\ 2\NETHODS \RH7281.M

I e
counts
140000 v
120000 4 Q
100000 ©§
e O s )
= L i :
41000 4
S
- ] %g !
h ) A
] y L -~ T . T
23 BV 1y 0 123 18 174
N{Bxtarnal standard Report
Sorted BY Signal
Calib Data ad #/12/199% 1:07.00 PH
Multiplier 1.0000
Dilution 1.06000
Signal 1B,
RatTi Araa Ant/Area Amsunt GCrp Name
[md countses [ng/ul]
=7 | ] i==
e 88 3.4551445 5.253148=7 7.6440%8-2 RHT201
&tlll H 7.64405a-2
Rasults obtained with enhanced integrator!
@ln-tmnnt 3 9/1271999 1°09:16 PM wvou Page 1l of 2
—_ Figure35.  Treated Zucchin Sample (GC/ECD, TR 34-99-160)

@)

QQh

Concentration of RH-7281 = 0,0765 ug/s.

FOMA whis REV 10TR



N\
Technica! Report 34-99-85 g

- File C. \HPCHEM\ 1\DATA\ 040155\ ST0B1 . D Q}ﬂ
Cperator
Acquired 1 Apr 99 15:17 using AcgMethed 72815IM Q
Inatrument £973

Sampla Name std 0 Olppm
Mize Info

Vial Numbar: 2 * g

“%

: ¢ |
; |
: § |
1@ -
st -
LS ) o

2 MO WS 10 s 2w 19,21 P 738 s

Figure 36. 0,010 pg/mL Standard RH-7281 (GC/MSD, Peak Area = 413)

- O
QQ“‘
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Techucal Report 34-99-85 §

File + C.\HPCHEM\1\DATA\040199\5TDBZ D

Operator 3 Q/
Acquired 1 Apr 9% 16:00 using AcgMechod 72015IM
InsCrument 5972

Sample lzmne. std 0.02ppm ?

Mise Info

vial Number- 3 N

= S
TR STORIT %
€

m
I
| i
& ny |
= | l
ALl ]
Q§ 103 ip # g 2
©Q Figure 37. 0020 ug/mL Standard RM-7281 {GC/MSD, Peak Area = 300}

QQ%
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Techmcal Report 34-99-85 @Q

File C \HPCHEM\1\DATA\O40195\5T0B3 . D @/
Qparator
Asguired - 1 Apr 99 36122 using AcqMethod 72B1SIM @
Instrument - 5973
:Impie tflam atd 0.G0Sppm Q

sc Info '
Vial Number 4 %\\/

Figure 38 0.050 pg/mL Standard RH-7281 (GC/MSD, Peak Area =2220).

FORM 44 AEV 1078



Techmeal Repart 14-99-85 Q%

File : € \HPCHEM\1\DATA\040193\5TDR4 D @
gparator * < :}
Acquired 1 Apr 9% 1644 using AcgMathod 7281SIM n
Instrunent R v"
- & Name. amt .
H::g Into e ! V
Vial Number. 5 $

o

. ©>Q Figurs39. 0 10 ug/mL Standard RH-7281 (GC/MSD, Peak Area = 4413)

QQ*

FORM 428 ALY 1071



s

{

Technica! Report 14-99-35 .§

! NV

RH-7281, 04-01-59%

Regponae Q

5 00ee002.) -
] A :
j % I,/
1 000»-003_}!' §W/ -
] ooe*oo:_ill ©
]
1.
2 00es003

[ S|

-

00e~003_
1

9 50 190

% Amount:

@onse = 4 64e+001 * Amt
Cca& c (z*2) » 0 992 Curve Fiz+ Linear/(0.0)
~

¢

@md Name € \HPCHEM\L\METHODS\T28LSIM M
@ bration Table Last Updated, Tue May 04 12 §3-10 1559
1

Q Figure 40 Calibration Curve for RH-7281 (GC/MSD, 04-01-1999).

@)

<&
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Technical Report 34-99-93% @

Fils . € \HPCHEM\1\DATA\ 050699 \CONTROL . D Q/

Oparator b {c]
Acquired § May %9 19.31 uaing AcgMethod 72815IM

Instyument - 5973 &5
Sample Name: control cucumber

31-:;: é::f\ger € . %%/

N

r'naun:I TR GOWTROLD Q\ :

Figure 41, Control Cucumber (GC/MSD, TR 34-99-43, Peak Area = 0)

FORM ABMA REV 10/



Techmeat Report 34-99.85

File -+ Cr\HPCHEM\1\DATA\QS50429\SPKL D
Operator : IG

Acquired 6 May 39 19 55

Inscrument . 5973

Sample Mame: spike cucumber 0 01 ppm

Misc Infe \

Vial Number: 7

N/
&
using AcgMethod 72815TM @
X
N

rm

£

I N

% T

[E{AN)]
\.\_//

Q Figure 42

Forufication Cucumnber at 0 010 ug/g (GC/MSD, TR 34-99-43)

Peak Area =470,

Recovery = 67 2%

FOAM o REV HFL



Technical Report 34-99-85 ﬂf\g’{\"

Operator Iag
Acguired . § May 3% 20 43 using AcgMethod 7281SIM

Instrument 5973

File C:\HPCHEM\1\DATA\D5069919PX3 D @/

Sample Wame« ppike cucumber 0 02 pgm
Miasc Info

Vial Number 3% “‘§

§
)
N7

s

Figure 43 Forufication Cucumber at 0.020 pg/g (GC/MSD, TR 34-93-43)
Peak Area=1367, Recovery =97.8%.

AP 1683 PEV 1L



Techacal Report 34-99-85 @

Operator . IG
Acquirced 5 May 9% 21 a7 uging AcqMethod T7I815IM
Instrument 5973

Sample Nama: spike cucumber 0.05 ppm

File ¢ \EPCHEM\1\DATA\OS0655\5PK4.D @@
Misc Info ' %%(1\%\\/

¥ial Numbar 10

" Q
)
A j
O . S o

@ IR IE™ 19 s

~— ©Q Figure 44.  Fortification Cucumber at 0 050 pg/g {GC/MSD, TR 34-99-43)
Q Peak Area=2776; Recovery =79.4%

{

§ o
Q &
= 1
¥
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Techmucal Report 34-99-35 %

File € \HPCHEM\ 1\DATA\050699\SFX5.D :@

operator . 1G

Acquired * 6 May %3 21 231 using AcqMethod 7281SIM
Inatrument . 5573 ?
Sample Nama: spike cucumber 0 10ppm

- }\:i:f lIx&:\ger ) 11 ‘ %/
N EPRR D Q%

|

& &8 &8
4’]/@/%

-

.m}]

N S

m:: o Tﬁpv ! i

=~

©>Q Figure 45 Fortification Cucumber at 0.10 pg/g (GC/MSD, TR 34-99-43)
Peak Area=6195;  Recovery =88 7%

FORS M8 REY 16TR



Technical Report 34-99.85 %
File € \HPCHEM\1\DATA\040199\CONTROL.D :@

Cparator
Actuired . 1 Apr 5% 13 01 using AcgMethod T281SIM

Inscrument - 5973
Sample Name. control cantaloupe

ﬁ:i :Iz:gar § . (%\\}/ -

P=.

A, |
Q(M_ﬁ_LMAILM_LLL&‘_AM—E’--
&

©>Q Figure 46 Control Cantaloupe (GC/MSD, TR 34-99-43, Peak Area =0)
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‘Technical Report 34-99-85 %

File € \HPCHEM\1\DATA\O40199\5PK1 D :@

Operator
Acquired 1Apr 9% 11 23 using AcgMethoed 72815IM
Instrument 5973

Sample Name apike cantaloupe 0.0L ppm
Misc Info N ‘

a ar L\V
Vvial Numb 7 s Q{\\%
= <

%

s

3

(7;77
B

5
7
=27

P ® r —_——
and 1 k! L} 1 al 1 A 4! L]

@,
Q
Figure47.  Forufication Cantaloupe at 0.010 pg/g (GC/MSD, TR 34-99-43
~ @ Peak Area = 361, Fl‘iecovery _eA D )

Q@
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Technical Report 14-99-85

File

Operator
Agquired

Instrument -
Sample Name gpike cantaloupe 0,02 ppm

Misc Info
Vial Number

1L Rpr 99 14 08
972

g

i € \HPCHEM\1\DATA\Q40L$9\SFKY D

Y
&
uaing AcgMethod 72815IM @
e
¥

W IAG B

Figure 48

Fortification Cantaloupe a1 0 020 pg/g (GC/MSD, TR 34-99-43)

Peak Area= 757;

Recovery =77 8%

FORM 485 ATV 10/T8



Technical Report 34-99-85 %\?’
Q

File C.\KPCHEM\1\DATA,040Q19%\SPR4 D V
Cparator

Acquired 1 Apr 99 14.30 using AcqMechod 7281S1IM Q
Inscrument r 5373

Sarple Name spike cantaloupe 0 05 ppm v

Misc Info

Vial Number 10 .
: N

Fourdancs ICING T
= Qe
s
= s%
- O
- @@ | o
U RN —
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Q Figure 43.  Fornfication Cantaloupe at 0.050 pg/g (GC/MSD, TR 34-99-43)
~ ;© Peak Area» 2537, Recovery = 104 %
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Technical Report 34-99-85 %
File - € \HPCHEM\1\DATA\G40199\S5PKS D Q%

Cperator

Acquired 3 1 Apr 99 14 %53 using AcqMethod 72815IM

Instrument %371

.

gml;ﬂg;ma‘ spike cantaloupa 0 10ppm w

Vial Number: i1 %

Axadance T SPRED Q 3
0 A |
2000
ror e, |
= X |
o0 |
1800 §$§ |
1800
1400

St
E
i
|
AL ™ |
> | '
G f
%»1 b1 I 10 31 M 143 R I 60 88
~— ©>Q Figure 50 Fortification Cantaloupe at 0.10 ug/g (GC/MSD, TR 34-99-43)
Peak Area = 4447;  Recovery =91 3%.
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Q Figure 51 Centrol Zucchim (GC/MSD, TR 34-99-43, Peak Afea =0)
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Figure 52 Fortiftcatton Zucchini at 0 010 pg/g (GC/MSD, TR 34-99-43);
Peak Area =777, Recovery = 88.2%

FORM 4809 REV 10478



Techmcal Repott 34-99-85 Qﬁ

operator
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Figure 53 Fortification Zucchim at 0 020 ug/g (GCMSD, TR 34-99-43)

Q@> Peak Area = 1375, Recovery=T781%
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Operator
Acquired . 26 Apr 99 12.18 using AcqMechod 7281S5IM Q
InstIument 5973

Sample Name. spike zucchini 0,05 pom

\Hli.:f éﬁ:\ger 18 ' $\\\/

|
.
]
“

§

§

44@

R

Q

gr. 8. 3
r
T
J)
e
(m...___
.

5 % 8 sﬁﬁ_;gl

3 g
o,

S

W

[

=R\, =, !

-r ° 1 105 ;w 198 W0 13 2 s e
&

§ Figure 54 Fortification Zucchim at 0 050 pg/g (GC/MSD, TR 34-99-43)
Q§ Peak Area=3367, Recovery=764%.
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File : € \HPCHEM\1\DATA\042699\5PKS D

Oparator N

Acquired 26 Apr 59 1242 uging AcgMethod 7281SIM ¥
Instrumant - 8973
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Q Figure 55.  Fortification Zucchim at 0 [0 pg/g (GO/MSD, TR 34-99-43)
Peak Area=7515, Recovery = 85.3%
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Technical Report 34-99-85 %

Quantitacicn Report V)b
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Q Figure 56.  Treated Cucumber, Field Sample Replicate 1 (RAR 98-0280-002)
RH-7281 =112 pg/g.
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Technizal Report 34-99.85 %\%

Quantitation Report Vz
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OQ Figure 57.  Treated Cucumber, Field Sample Rephcate 2 (RAR 98-0280-002).

RH-7281 = | 4dpg/g.
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Quantitation Report 2
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IntFile . EVENTS.E '

Quant Time. Apr 21 8.27 15%9 Quant Results File- RHTZ3

Title 04-20-99

Last Update . Wed Apr 21 08 13 12 1999
Response via - Multiple Level Calibracion
Dataicg Math 1 R{mu M

Quant Method : C \HPCHEM\2\METHODS\RH?261 ut lchemscat@ cegracor)
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Figure 58 Treated Cucumber, Field Sampie Replicate 3 (RAR: 98-6280-002)
RH-7281=1.28 pg/g
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EPA Addendum For Residue Analytical Method
PP# 0F6093
Zoxamide on Tomatoes and Cucumbers

The ACB made minor modifications to the GC-ECD instrument parameters

GC-ECD - HP 6890 GC, equipped with an ECD Micro.
Injector Temperature - 150°C
Detector Temperature - 300°C
Column Flow - 1 mL/min He
Column: RTX-5 30 m x 0.25 mm id and 0.25 um film thickness.
Make-up gas. 95% Argon/5% Methane at 60 mL/min.

Temperature Program - 80°C for 1 minute, 20°C/min. to 260°C and hold
8 minutes; 30°C/min. to 280°C and hold 1 minute.



