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1. INTRODUCTION -

| The herbicide RPA 201772, 442-methianesuip bony 1-4-trifluoromethy Ibenzoy1)-5-cy dopropyl
isoxazole is being developed by Rhone-Poulenc Agrrulture Ltd. for useas a preplant incarporated

and preemergence treatment for control of broad spectrum weeds in COTL _ '

.:Xn anaiytical mcthb¢ is _di:sc:ib-ed‘for the analysis of RPA 201772 and its metabolites RPA 202243

and RPA 203328 (Figure 1) in comn forage, silage, gram, and' fodder raw agrrultural commodity

(RAC) samples. Themetbod desaribed in this report is based on the method developed by Rhone-

_ Poulenc Agrruitire Ltd, in a study titled » Analytical M ethod for the Determination of Resiiues of
RPA 201772, RPA 202248 and RPA 203328 in Maize and Fodder,” J.D. Maniey, Author L

Figire 1: Metzbolic Pathway of RPA 201772

%ﬁ

. RPA 201772

- -
R-PA‘202248
RPA 203328 )
. ’ . | - i m 5
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1. PRINCIPLE C o

Resiues of RPA 201TI2 and RPA 202248 are converted to RPA 203328. F;PA 203328 is
derivatized to forma methyl ester (RPA 204497) that is a.mznable to gaschromaxogrq:hy (Figure 2).

}

Exgurc 2

Q0 SOCH, - . O  SOCH

CFa ' . 0

RPA 204497 « . 'RPA203328

" Pan-Ag Study No. 94454
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Residues of RPA 201772 and its metabolites (RPA 202248 and RPA 203328) are extracted by
aceration with mettanol. ARe addiion of base RPA 201772 is readily hydmlyzed to RPA-
202248, Themethariol is evaporated and after liquid-liquid parution cleaup, the extract is acidified..
to allow ligiid-liquid parttion of both RPA 202248 and RPA203328 into dichloromethane. Reskiuss
of RPA202248 are hy drolyzed with strong base to RPA 203328 followed by liqud-liquid partition:
into dichloromethane. Combined RPA 203328 resiiues are then derivatized to give methyl ester
(RPA 304497) for quantification by gas chramatography with mass selective detection.’

~Residues of the ester derivative are detected and qum1fied by gas chromatogrephy with mass
selective detection by selective ion monitoring of the two principle ions, m/z 251 and m/z 267. lon
miz 251 is used for quantitation, withion m/z 267 used as a qualify ingion. ‘ :

 Propenies of RPA 201772, RPA 202248, RPA 203328 , and RPA 204497 are given below.

Solubility

Compound ~ _MolWt mp(°C) imWate- LogP pKa  CASReesty
RPAZ0ITT2 35932 1412 3Smgkg 219 © 141112-290
RPA 202248 35932 1373 126mgkg -0.8 164 . 14371751
RPA 203328 26821  157. _ ) C - 142994-06-T
RPA 204497 28223 . TBD
s © . Pan-Ag Study No. 94454

Rhéae-Poulenc Project No, EC-94-292
RPAC File No. 44663
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3. REAGENTS AND DISPOSABLE ITEMS -

3.1 'Chemicals

Chemicals

RPA 201772 (99.7%), RPA 202248 (993%)
RPA 203328 (97 4%), RPA 204497 (99 7%)
Acetic acid (glama.h GR '
Hydmchlom acid, concentrated
. Potassium hydroxde, A.CS
Sodium chloride, A.CS
Sodium hydroxide, AR
Sodim sulfate (as the

anhydrous ‘sglt); AR -

Diazaid (N-methyl-N-nitroso-
p-tohenesulphonamxie) (99%)

Acetonitrile

Dichloromethane

- Diethyl ether

Methanol

Pctmlcum ether (30-60°C fra.cnon)

- Milli-Q? Water (double distilled,
.deionized ASTM II)

A

3.2 Speclahzed Am:aratus

.Rotary film evaporator, Buchi Corporauon

- Source

Rhone-Poulenc Ag Ltd.

- EM Séi:nce

Fisher Scientific
Fisher Scientific

'Columbus Chemical Indmtnes

Mallinckrodt

Fisher Scientific

‘Aldrich Chermical Company .

Baxter, Burdick & Jackson (B&J Brand)

" Baxter, Burdick & Jackson (B&J Brand)

Baxter, Burdick & Jackson (B&J Brand)
Baxter, Burdick & Jackson (B&J Brand)
Baxter, Burdick &. Jackson (B&J. Brand)

Millipore Corporation

TurboVap® LV evaporator, Zymark Corporation ,
Aluminum heating block for hydrolysis, Pierce, React:-Therm 115

" Vortex muixer, YWR
Ultrasonic bath, Branson, Model 3200

- Diazomethafie preparation apparatus (see Section 4 ) :
Gas chromat.ogmph with mass selective detector (see Section 5), chlwtt-Packard

. Pan-Ag Study No. 94454
Rhéne-?oulenc Project No. EC-94-292
- *»  RPAC File Na. 44663
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3.3 General Laboratorv Apparatis

Waring blender cup (500 mL, Eberbach, Mnf.. No. 8470)

_ Filter funnel with fritted disc (40 to 60 jun porosity)
Round-bottom flask (500 and 1,000 mL) " )
TurboVap® tubes (16 x 125 mm and 15-mL Zymark’ conical tubes wuh Teﬂon screw
caps)
Separatory funnels (60 and 250 mL)
Volumetric flasks (100 and 200 mL)

~ Glass filter ﬁmnels -

- 16x 100 mm Pyrex? glass screw-cap test tubes (VWR, Cal No. 60827-067)

2-mL glass crimp-cap GC vials

: Pasteur pipettes
: Glass pipettes ' .

4. PREPARATION OF SOLUTIONS .

4.1 Preparation of Standard Soluﬁons

R

4.1.1 ’ _ .‘Fomf'nng Solutions (RPA 201772 RPA 202248 and RPA 2033281
4.1.1.1 : Accuratcly weigh into a volumetric flask (200-mL capacity) a portion (0. 0250 g) of

pure analytical standard. Dtssolve in acetonitrile and dilute 0 200 miL.

4112 Senally dilute accurately plpettcd portmns of this solutmn with acctomtnle t.o give
' ' solutxons cunta.mmg 1.25 and 0.25 ug/ml.. :

7

o ' _Pan-Ag Study No. 94484
. thne-Poulenc ijac: No. EC-%4-292
. RPAC File No. 44663
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412 " Standards for Gas Chromatography (RPA 204497\

4.1.2.1 . Accurately weigh into a volumq&ic flask (200-mL capacity) 2 portion (0.0250 g) of

' : pure analytical standard. Dissolve in dichloromethane and dilute to 200 mL. '

4122 . Serially dilute accurately . pipetted portions of this stock solution with

o dichloromethane to give solutions containing 0.01, 0.02, 0.05, 0.1, 0.2, and 0.5
ng/mL RPA 204497. : : : :
'413 - Storage and Stabilitv

4.1.3.1. Store ail solutions in a freezer when not in use.

41322 Freshly prepare all stock solutions of RPA 201772 and dilutions thercfrom cach
month. Do not use any solution-morc't\ha.n ! month after the preparation of the
initial stock solution. . '

4133 Freshly prepare ail stock solutions of RPA 202248, RPA 203328, and RPA

204497 and dilutions dierefrom at least every 3 months or when less than half full.
Do not use any solution more than 3 months after the preparation of the initial
stock solution. , ‘ ‘ '
, - ’.
4.2 Preparation of Reagents

" 421 " 2% sodium hvdroxide solution .

 Dissolve 20.0 g of the solid material in deionized or glass-distilled water and dilute * *
. to 1,000 mL. ' . : i

t

422 " Saturated sodium chloride soluﬁon_
Saturate 500 mL of deionized or glass-distilled water with sodium chloride.
423 lM'mcthanlol.iJc sodium hydroxide solution

Dissolve 4.0.g of the solid material in methanol and dilute to 100 mL.

5~ Pan-Ag Study No. 94454
_ -Rhdane-Poulenc Project No. EC-94-292 -
e . - RPAC File No. 44663 - -
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424 ‘Preparation of Diazomethane

Diazomethane should be prcparlc‘d immediately before use, because it is both

carcinogenic and potentially expiosive. It shouid be handied with care and in a weil

ventilated hood (preferably containing an open beaker of glacidl acetic acid).
" Dissolve 6.0 g of diazaid in diethyl ether (30 mL) .and place in tube (B) (Figure 3).
Immerse tube (B) in a beaker of water maintained at approximately 30°C covering
- the mixture. Stir the mixwre while bubbling nitrogen (high purity, oxygen and

moisture-free) slowly through it. Place chilled dichloromethane (120 mL) in tube

(C) and place the tube in'a chilled ice/methanol bath. Piace 18 mL of potassium
" hydroxide solution (6.6.g dissoived in a final volume of 100 mL of methanol) into

the reservoir connected to tube (B). After approximately five minutes of bubbling
nitrogen through the diazaid mixture, introduce KOH slowly into tube (B) with the
aid of a pipette bulb fitted to the opening on top (in pl_acé of Teflon stopper) of
the reservoir. Initially, the rate of addition of KOH 'should be 1 to 2 mi/min; the
rate may be. increased once bumping of reaction mixture is stopped. - The
_ diazomethane ' generated is trapped in chilled dichloromethane.  Collect’
. diazomethane until ethyl cther in tube (D) shows slight yellowish color. Destroy
and remove excess diazomethane with glacial acetc acid.

v

To acetic
.acid trap

o g NitrOZEN

A

Sidearmwith

reservor for
introducing -
L KQH soiution L
Diettyl ether - * Dieftyl ether
“and diazald _ W

12)]

ie .. - Pan-AgStudy No. 4454
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' GAS CHROMATOGRAPHIC CONDITIONS

' 'Instrument: - | ~HP 5890 series I plus with EPC, HP 7673 autosampler
o o and HP 5972 miass selective detector (MSD)
Column: o HP 5, 5% phenyl methyi silicone, 30 m x 0.25 mm,
' . _  0.25-um film thickness L T
Temperature prograni: " 120°C for 3 minutes, 10°C/minute to 200°C,
‘ S . 45°C/minute to 275°C, hold 9.50 minutes
Injector temperature: 250°C '
Detector interface temperature;  280°C, 310°C - . .
Gas flows = ‘ Helium, pressure set at 15-psi (1.1 mL/min.). Vacuum
' ' " compensationon. ‘ ’
Iniet pressure: . .- .EPC 25 psi for 0.75 min, 99 psi/min to 13 psi. '
MSD parameter: Selective lon Mode using fons m/z 251 and m/z 267 for
: RPA 204497 _ S
. : Dweil 100 msec. Solvent delay 7.30 mun.
Injection volume: ‘ . Auto, ! LL, fast, splitless.
Purge valveon: . - 0.75 min . ‘

Typical retention time for RPA 204497 is 8.7 t0 9.2 minutes:

The MSD'is tuned prior to a run using the maximum sensitivity autotune procedure.’ During tune, .
the oven temperature is set at 150°C and gas pressure at 13 psi. For RPA 204497, both ions m/z
251 and m/z 267 are integrated and the areas are measured. lon vz 251 is used for quantitation. :
lon m/z 267 is used as a qualifying ion; its area ratio with ion m/z 251 ‘needs to be typically
14%4£5 % to’confirm the presence of RPA 204497. Since the ion ratio is dependent upon the
MSD system and the concentration of the analyte, the ion ratio obtained with another system may
be different from the range given above. . ' : ' ‘

6.  ANALYTICALPROCEDURE
6.1 Extraction

611 Weigh 25 g of homogeneous sampie into a 500-mi. Waring blender cup. Add methanol
. (125 mL), cover with a lid, and macerate for 2to 5 minutes. : .

L ks

. + . Pan-Ag Study No, 34454
- Rhéne-Poulenc Project No. EC-94-292
. REAC File No. 44663
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6.1.2 Filter the samplc through a filter funnei w:th fritted disc into a. l 000 ml round- botmm
flask.

6.13 Remacerate sample with m:t.hanol (125 mL each ume) two more times and filter, Ccmbmc
_filtrates from ail three fiitration.

6.2 Hydx:olysis to RPA 202248
6.2.1 Add 2% sodmm hydroxide soluuon {10 mL} to the combind ﬁlu'ate snd mix by shaking.

Leave the exmact for at least 60 minutas at ambient | temperature to allow hydralysxs of any
RPA 201772 presem to RPA 202248, :

622 Evapcra:e off methanol usmg Yotary ﬁlm evaporation at 40°C to leavc a low—volumc agqueous
' residue (15 to 30 mL depending upon the matrix).

63 Liqmd—qulud Parnﬁon Cleannp
5.3.1 Add sann'ated sodium :hlondc solution (10 mL) toa 250 m.L separatory funnei.

6.3.2 'I'mnsfcr the aquegus rmdue from step 6.2.2 to a 250-mL scparat.ory funnel containing
10 mL of saturated NaCL Wash round-bottom flask with Milli-Q® water (4 x 20 mi).
Sonicate flask at least once during washing for 30 sec. Shake funnel to mix .

6.3.3  Wash extract with dichioromethane (2 x 35 mL) and discard dichloromethane, Wash exmract
‘ with'petroleumn éther (30 to 60 °C fraction. 35 mL) and discard petroleum ether. :

*6.3.4 Add hydrochloric acid (approximately 2 mL , 12 M) to the extract, mix, and measure pH
using a pH indicator paper. The pH of the extract should be close to 1.0. Add 50 mL of -
dichloromethane to the extract, shake for approximately onc minute, and allow for phase
scparauon. Drain ' dichloromethane layer into 500-mL round- bottom flask through
anhydrous sodium sulfate (10 g) held in & glass funnet (Use silanized glass wool to hold
sodium sulfate in the funne). Repeat liquid-liquid partition two more times, using 50 mL

: d:chlommethane each time. Rinse sodium sulfate with d:chlorometha_nc (2 x10mL}).

The analysis was stopped after this si::p at the end of first day and the extracts were stored in a
refrigirator cvernight. .

.

81 . AL . Pan-Ag Study No. 94454
; ‘ . thne Poulenc Project No. EC-94-292
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6.3.5 I_‘.vapnra:c off dichloromethane using a rotary film cvapommr at 30°C 0 approximately
. SmL. Quantitatively transfer the contents of the round-bottom flask inwo a
screw-cap 16 mm x 125 mm test tube with dxchlommcthanc Tinsings (somcatc flask once
during transfer for 30 sec) and evaporatc to dr,mess usmg a TurboVap LV evaporator at.

40°C. . :

6.4 'Hydrolym to RPA 203328

' Thc presence of any water will inhibit the hydrolysls. thcrefore, a.nhydmus condition must be
attained. : : ‘

y 4

641 AddIM méthanolic sodium hydroxide solunon e mL) to this fube md contents from step
- 6.3.5, seal tube, vortex mix for 2 minutes,. and heat on & hcaung block at 100°C for 1
. hour.

§.4.2 . Cool the tube, then add Milli-Q watcr (5 mL). Transfer extract to a 60-mL separatory
funnel with water rinsings (4 x 5§ mL). Somieze at least once during transfer for 30 sec.”
Add concentrated hydrochloric acid (spproximately 0.5 mL, 12 M), mix, and measure pH_
using a pH indicator paper.. The pH of the extract shouid be close to 1.0.. Extract the -
aqueous fraction with dichloromethane (3 X SmL). Drain dichloromethane layer into 2 15-
mL graduated conical tube through an anhydrous sodium suifate (2 g) held in 2 giass funnel.
R.mse sodium sulfate with dxchlommcthane (2x1mlL).

6.43 Evaporate to dryness using a TurboVap LV evaporawr a3t 40°C.

i

6.5 ‘Vlethylaﬁon of RPA 203323

6.5.1 .VDLSSOIVG t.hc d:yrendue n dlchlommcthanc (1 mL). - Add 4 mi of diazomethane solution
preparcd in dichioromethane. Cap the tube, shake, and sonicate for 30 sec. Allow to react
for 1 hour at 30°C (water bath temperature} with periodic shakmg -

6.52 Add acetic acid (50 HL) to destroy excess digzomethane. Ad]ust vo}.umc to 10 mL with
dichloromethane. Sonicate for 30 sec if paruculatc matter is obscwed Load 2-mL GC vial
~ for analysis. )

82 ' B Pm-AgSmdyNo.m
thne Poulenc Project No. EC-94-292
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~ The analytical method (from 'steb 6.1.1 through 6.5.2) required two days for completion. ) ,

7. QUANTTFICATION OF RESIDUES

7.1 Quantify ‘anj; RPA 204497 by comparison with standard solutions of appropriate
concentration injected on to the GC. ‘

72  Whenever necessary, 'dilut.é the extracts so that peik height or area obtained is within the
linear range of the detector. : . b

7.3 Measure the peaké of RPA 204497 using the data capture system. The area or height of
E the peak is used to calculate the resuits. - . . : .‘

7.4  Preferably inject approximately 10% of the samples twice. If the areas or heights of the
" two injections vary by more than 2% of their mean (relative standard deviaton), this is
indicative of poor reproducibility. '
75  Calculate the analyte concentration (ug/mL) in the sample solution injected, either by
bracketing the . adjacent standard solutions or by using the calibration regression using the
equation Y =mX +c. The regression can be calculated using standard regression analysis

. programs? , spreadsheet software (Excel or Lotus {-2-3) or graphically. ~

430t Pan-Ag Study No. 34454
Rhéne <Poulenc Project No. EC-94-292
Y RPAC File No. 4466)
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For bracketing the standard:

Hle..

- Hi
For Y=mX +c:
’Hl -=C
X =
- m
Where:
X = Concentration of RPA 204497 in sample solution in (ug/rxilL) ]
H, = Measurcd height/arca of sample peak ‘ '
H; = Measured height/area of standard peak
S = Concentration of standard in pg/mL .
m = Slope of calibration. '
¢ . = Intercept of calibration -
.- 8 LINEARITY OF DETECTOR RESPONSE

/

Determine the linear range of the detector rcsponse,t_o\"RPA 204497 by injections of known
amounts of the compound. Use the detector within the linear range thus determined, diluting any '
_sample solutions if necessary. With RPA 204497, the mass selective detector has showr a good
linear range usually. over two orders of magnitude (typically 0.01 to 0.5 HMg/mL). An example
lstandard curve is presented in Appendix L. S :

[

. 9. DETERMINATION OF RECOVERIES

Fortify portions of untreated control sampie (25 g) at leveis of 0.01 and 0.05 ppm, using 1.0 mL of
an appropriate standard solution (see Section 4.1.2.2). Complete the analytical procedure (see
Section 6). - , - L ; , -

Separate recovery ﬁetcrfnmaﬁons should be carried out {\ﬁth RPA 201772, RPA 202248, and RPA -
203328. Since this is a commion moeity method, ail components are quantified as RPA 204497.

-

. . m  Pan-Ag Study No. 94454
. L Rhne-Poulénc Project No. EC-94-292
_ RPAC File No. 44663
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" Thererore. the motecular weight conversion factors for each component need to be used to calculate
the recovery etficiency. ' -

Recovery efficiency = CxDX Vx MW
' WxS

= Conccnu'anon of RPA 204497 in sample (ug/ml.) : -
=" Dilution factor . '

.= Volume of extract (mL) prior to dilution.

= Weight of sample (g) :

= Molecular weight conversmn factor

= Spiking level (ug/g)

w§s<d_n.

Conversion factor for RPA 201772 = I. 273
Conversion factor for RPA 202248 = 1.273
Conversion factor for RPA 203328 =0.950

. 4
- ' 10. CONFIRMATION OF RESIDUES

The use of a mass selective detcct.or smnultancously allows the conﬁrmanon of residues of RPA

204497 w1th a high degree of confidence. As well asneeding to have.an identical retention time to

~ analytical standards, the rado of ions m/z 267 and m/z 251 needs to be typically 14%  5%. Since

the ion ratio is dependent upon the MSD system and the concentration of the anaiyne, thc ion rato

obtained with anot.hcr systcm may be different frum thc value given above.

A typmal mass fragmcntanou patern is gwen in Appcndlx IL

-

Example chromatogmms for standards and recovery sa.mplcs are prescnt:d in Appendix IH

T 8 ) - Pm-AgSmdyNam
. ‘ . Rh&nc Poulene iject No. EC-94-292
o ‘ " RPAGC File No. 44663 .
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-\NALYTICAL METHOD SUVMARY

Analytical Method for'Analvsis of RPA 201772, RPA. 202248 and

. RPA 203328 in comn forage, silage. grain. and fodder

, " ‘ 25 g of comn RAC’
Add 125 mL of methanol, macerate 2-5 minutes, filter
Reextract with methanol (125 mL), filter
Reextract with methanot (125 mL), filter
Add 2% sodium hydroxide (10 mL) and leave 60 minutes
Rotary evaporate off methanol
Add saturated sodium chioride solution (10 mL)
. Add 80 mL of water (4 x 20 mL)
Wash with dichloromethane (2 x 35 mL)
Wash with peoleum ether (35 ml)
Add concentrated hydrochlorice=id (Approximately 2 mL)
Extract with dichloromethane (3 x50mL) .
Dry dichloromethane over anhydrous sodium suifate (10 g)
Evaporate off dichloromethane using TurboVap
Dissolve in 1 M methanolic sodium hydroxxde (3ml)
' : . Heat at 100°C for 1 hour
Cool add water (5 mL x 5 mL) and concentrated hydrochlonic acid (approximately 0 Smi)
Extract with dichloromethane.(3 x 5 mL) _ .
- Dry dichloromethane over anhydrous sodium sulfate (2 g)
Evaporate to dryness
- Dissoive residue in dichloromethane (1 m.L)
Add 4 ml of diazomethane solution pr!:parcd in dichloromethane
Shake and leave 60 minutes (30°C water bath)
Destroy excess diazomethane with acetic acid (50 pL)
Dilute uptc 10 mL
Transfer sampie to 2 GC vial
GC using MSD with SIM (jons m/z 251 & m/z 267)
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. . APPENDIXI C
RPA 204497 Standard Curve '
. Concentration . Peak Area ' | ' : - ’
- © ' ( ug/mL) (lon 251) §n R i
[ . N ‘ -
: 0.0 . 20737 o
0.02 - 38354  y=mx +cC
: 10.05. 96575 B
. "0.10 190773  Slope (M) = © 1 194310751
_ . 0.20 382266 y-intercept (c) =~ ‘ -1503.268
. 0.50 + 972210 Corretation Coefficient (1) = " 1.0000
‘ ' ; :
' " RPA 204497 Standard Curve ‘
- R b S SRR

e R
e e aaneg

Peak A_rea {lon 251}

000 005 010 018 02 025 030 - 035 04 048 050

T ' Concentration (ug/mL} g ,
89, g > Pan-Ag Study No. 94454
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File’

" Cperator’
Acquired
~ Instrument

Sample Name:
Misc Info . :
vial Number:

:-[ESBl]

a3 ._ . HWI6224-215
| Rhone-Poulenc Study No. US93702R

APPENDIX II

entation of RPA 204497
BSB\RPSCAN1.D"

Mass Fra
C:\HPCHEM\ 1\DATA

30 Aug 94
5972-GC-M

0.5 ug/mL standard

Maasa Fragmentatlon of RPA 2044397

1,

3:36 am using Aqqﬁethod RPSCAN -

hbundance
1600004,
.140000 o
1200004
ld00004
80000 A
60000 1
40000--

20000 4.

0

. TIC: (BSB1l])RPSCAN1.D

) ) —
Time--> 8:70

T

T T T
B 80 4. 90 9 00 9 10 9 20 9.30 9. 40 9 50 .60

p—— Y T=Tr=r—T-7T =TT T T

_ﬁBﬁndance

125000 1
20000 4
15000 A

10000 4

Average of §.984 to 9.003 minm.: [BSBl]RPSCANl )

291

75 . 148

267

60 80 100 120. 140 160 180 200 _220 240 260

282
280
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File:
Operator:

Date Acquired:

‘Instrument:
Method File:
Sample Name:
Misc Info: '’
¥ial Number

YRR | HWI6224-215
’ - Rhone-Poulenc Study No. US93702R
‘.. APPENDIXIN '

i

Standard: 0.01 pg/mL RPA 204497 o

RO \HPCHEM\l\DATA\26JUL94\2SJULOBO D -

UJGANA NANDIHALLI
27 Jul 94. 5:30 am

5972-GC-M
RPASIM12 .
STD 0.0100 a ' T
RPA-204497-0.0100 UG/ML ‘HWI 6224-215
18

A

Undance Ton 251.00 (250.70 to 251.30): 26JUL030.D B
- - : -9.43 . ‘
500 -
: \
J,_ \
! 0 T T T T ey T T Y T T T T T T T T T T Y T T 1
Time-->  7.50 . §.00 8.50 9.00. 3.50

Fbundance-

5004

Ion 267.00 (266.70 to 267.30): 26JUL030.D .

9.14
R ’ " O . v T T L T L | T 1 T T i T T 1 T l Ll Ll K] 1 i 1 13
Time--> 7.50 8.00 8.50 9.00 9.50
' Ton 251.00 (250.70 to 251.30): 26JUL030.D
STD 0.0100 '
_Peak#~ Rgt Time Type  Width Area Start Time End Time
1 9.132 BV 0.037 - 20737 9.081 9.329
Ton 267.00- (266.70 to 267. 30) 26JUL030.D  °
. STD 0.0100 - . :
Peak#$ - Ret Time  Type Width . ~  Area . Start Time . End Time
1 9.136 BV 0.035 .. 2870 " 9,088 .. 9.248
L o Pan-Ag Study No. 94454

Rhonc-Pouleuc Project No. EC54-292
RPAC File No. 44663



File: _
Cperator:

Date Acquired:

Instrument:
Method File:
Sample Name:
Misc Info:
vial Number

25 - HW1 6224-215
! Rhone-Poulenc Study No. US93702R

APPENDLX I
&mmudo<oouymLRPAzmm97 " N
C: \HPCHEM\l\DATA\ZEJUL94\26JULO3S D

UUJJANA NANDIHALLI  °
27.Jul 24 7:43 am

5972-GC-M \ '
RPASIM12 _ :
i STD 0.500-
RPA- 204497 0.500 UG/ML HWI 6224- 215
23

‘Abundance Ion 251.09 (250,70 to 251.30): 26JUL035.D .
] phi 9.
30000 4 ’
_;oooo{‘\'
10000
OIAr i T ™ T T T T '1 I T T T T ,l T T ] T — :
Time--> 7.50 §.00 150 . 9.00 9.50 .
undance Ion 267.00 (266.70 to 267.30): 26JULO35.D .
1 ’ B : . -
300004
20000:
10000 - .
: 9.13
N 0 vr—yr—————T T 1 j\?__- T
Time--> 7.50 8.00 8.50 9.00 9.350
_Ion 251,00 (250.70 to 251.30): 26JUL03S.D
S STD 0.500 .
,Peak# Ret Time Type Width - " Area Start Time End Time
1 9.129 BV - .0.038 972210 9.067 . 19,513
Ion 267.00 (266.70 to 267.30): 26JUL0G35.D
, STD 0.500 \ |
- Peak# Ret Time Type ' Width . Area Start. Time End Time-
1 9.133 PV 0.038 . 138918 ©9.073 - 97359_
7] : nm4qsuuyNn9u&t

Rhdne-Poulenc Project No, EC-94-292
RPAC File No. 44643
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‘ R.hone Poulenc Study No US93702R

Appérnjnxrn.

. - . . ' .
N . } - Forage Untreated Control : v o S
Files - c: \HPCHEM\l\DATA\lBAUG94\18AUGDO2 D .
Operator: UJJANA ‘NANDIHALLI o ‘ )
Date Acquired: 18. Aug %4 7:27 pm
Inscrument:  5972-GC-M . .. : : : o
Method .File:  RPASIM12 -+ _ o ) a
Sample Name: I MV-2 FORAGE UTC '
Misc Info: Co 'HWI 6224-215 .
.Vial Number : 2 S S

Sbundance . om 251.00 (250.70 to 251.30) : 18AUGG02.D f
1004 ' h T

50 -

- 0 il L . T - - : T - 1T
Time--> 7.50 ~ 8.00 8.50 - 9.00 9.50
Abundance Ton 267.00 (266.70 to 267.30): 1BAUG002.D

100 - . ‘ '
L
50 4 . ‘ :
- 07T T T
[Time--> 7.50 8.00 . . 8.50 - - 9.00 - - 9.50.

Ion 251.00 (250.70 to 251.30): 18AUG002.D
S MV-2 FORAGE UTC

Peak# ' Ret Time Type  wWidth - Area Start Time  End Time’
No peaks detected ‘ . . ‘ ‘ : :

fl

Ion 267.00 (266.70 to 267.30): 18AUG002.D
. ' _MV-2 FORAGE' UTC :

Peak# Ret Time : Type width'_ " Area  Start Time . End Time
No peaks detected P : : ‘ : B

ey o Pm-Ags:udyNo.m
e : thuc Pouienc Project No. EC-94-292
RPAC File No. 44663



27 : HWI16224-215
" Rhone- Poulem: Study No US93702R:

:

' o . APPENDIXII

Forage Spiked with 0.01 ppm RPA 201772 .

Ffle C:\HPCHEM\l\DATA\ZOJUL§4\20JUL010:D
Cperator: UJJANA NANDIHALLI
. Date Acquired: 20 Jul 94 9:50 pm:
Instrument: 5372-GC-M S _
Method File: ' RPASIM12 _ o
Sample Name: ‘ . MV-3A FORAGE 0.0100 UG/G RECOVERY
Misc Iafo: ‘RPA-201772-0.250 UG/ML HWI 6224-215
Vial Number :'8 . o ' : :
Abundance . Ton 251.00 (250.70 to 251.307: 200UL010.D
1 ( ) . . 9.
500 - )
;
J -
0.. 1 '- T 1 1 T l ] I- L] .'. ] T Li |l l, l T “ - F 1 I L \'l
Time--> 7.50 8.00 8.50 9.00 9.50°
.Abundance . Ion 267.00 (266.70 to 267.30): 20JULO10.D
500 - o i
| _ S _ 9,12
1. : y N A
° ) 0 T H T T T T T T T T T T T T T ] T T T } T LA T 1
Time--> 7.50 8.00 . 8.50 5.00 9.50

,Ion 251, 00 (250 70 to 251.30): 20JUL010.D
' ‘MV-3A FORAGE 0.0100 UG/G. RECOVERY

Peak# Ret Time Type Width ‘ Area Start Time End Time_
1 9.112 BV 0.038 ¢ 21194 9.022 9.300

Ion 267. 00 (266, 70 ‘te 267.30):r 20JULO10.D
: MV-3A FORAGE 0 0100 UG/G RECQVERY

Peak# Ret Time Type Width  Area ‘Start Time End Time
1 9 116 ' BV - 0.038‘ ' 3os4 - ‘ 9.048 9.242
% o thg&uWNaﬁuﬂ

RMheﬁmhqumuN&BGﬂdﬂ
RPAC File No. 44663
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APPENDEKU& \

_ Forage Spiked with 0 01 ppm RPA 202248

File: ol \HPCHEM\1\DATA\18AUG94\18AUG011 D

Operator: . UJJANA NANDIHALLI
" .Date Acguired: 18 Aug 94 11:28 pm
Instrument: 5972-GC-M )
Method File: RPASIM12
Sample Name: - “ MV-9 FORAGE 0.01 UG/G 202248
Misc¢ Info: ' JHWI 6224-215 . _ . : '
Vial Number : 9 C ' ' '
'APundance ~Ton 251,00 (250.70 Co 251.30): 1BAUGOIL.D o T
: ' - 9.00 :
500 A !
o L' vr-——-——r
Time--> -7.50 §.00 - 8.50 9.00 . 9.50
Abundance ~ Iom 267.00 (266.70. te 267.30):-13AUG011.D .
500 4 ‘
- ) {
o T
ime--» 7.50 8.00 8.50 . 3.00 9.50
Ion 251 00 (250.70 to 251.30): 18AUG011 b -
. _ MvV-9 FORAGE 0.01 UG/G 202248
. .
Peak# Ret Time Type’ Width ’ Area ©  Start Time End Time
1. 7 9. 001 BV ' 0.040 21343 ‘ : 8.944 9.135
Ton 267.00 (266.70 to 267. 30) 18AUG011.D o ‘ . C0
MV-9 FORAGE 0.01 UG/G 202248 '

. peak# .Rechiméa Type Width . Area  Start Time  End Time
' 1 - 9.004 - BV " 0.040 . 3055 8.931 © 9,109
- , . .

? 4
93 - Pan-Ag Study No. 94454

. ) : . RNM&RWMMPmmnNmEOHJn
i : . : : ST . L RPAC File No. 44663



rile:
Operator

Date Acqulred
Inscrument:
Method File:
Sample Name:
Misc Info:
‘Vial Number

: 10,

29
| - HWI 6224-215
Rhone-Poulenc Study No. US93702R,

APPE}H)U(IH ~-
- Forage apxked with 0.01 ppm RPA 203328 ‘

O \HPCHEM\I\DATA\18AUG94\18AUG013 D
UJJANA NANDIHALLI ,
19 Aug 94 12:21 aq

5372-GC-M
RPASIM12 _
o MV-16 FORAGE 0.01 UG/G 203328
HWI 6224-215 L

Abundance

Ton 251.00 (250.70 to.251.30): lSAUGQlB.D

9.[p0
1000 1 .
500 - ’ ,

_ B e s T —
Time--> 7.50. 8.00 8.50 - 9.00 .. 9,50
Abundance Ton 267.00. (266.70 to 267.30): 1BAUG013.D

, | ) o A
1000
500 4 .
9.01

. BN SEGEE—_——————— ———————
[Time--> 7.50 8.00 - - 8.50 - 9,00 9.50
on 251.00 (250.70.to 251.30): 18AUG013.D

: MV—lG FORAGE 0.01 UG/G 203328 ° _

Peak# Ret Time Type Width .  Area " Start Time End Time .
1 9.005 BBA 0.043 . .~ 35149 < 8,912 9,200
. ! ! . ’ - 3 . . V ) ‘
Ton 267.00 (266.70 to 267.30): 1B8AUG013.D S .
: MV-16 FORAGE 0.01 UG/G 203323 ‘
Peak# Ret Time Type Width Area Start Time’ End Time
1 g.008 BV 0.043 5099 8.918 9.139
% ' Pan-Ag Study No. 94454

. o RMhpﬁmmanpuNaECﬂtln
ey e D . : RPAC File No. 44663



. HWT 6224-215
| u Rhonc Poulenc Study No US93702R :
APPENDIX II

Siiage‘Untreated Co_ntfoi

File:” - ' C: \HPCHEM\l\DATA\leUG94\12AUG002 D
QOperatcor: . UJJIBNA NANDIHALLT )
Date Acquired: 12 Aug 94 5:01 pm

Instrument: §5972-GC-M

Methed File: RPASIM1Z2 - . o
Sample Name: MV-173 SILAGE UTC"
Misc Info: : 'HWI 6224-215

yial Number . : 2

_Abundance ~ Ion 251.00 (250 70 to 251. 30} lZAUG002.D

‘:LOO -MWWMWWWWJ

50 -

. - e
Time--> 7.50 8.00 - 8.5 9.00 . 9.50
Abundance . Ion 267.00 (266.70 t0|257,30): 12A0G002.D

J100d R :
50 - ,
.3

: O i—— T _ ——— e —————

Time--»> 7.50° 8.00 8.50 9.00 - 9.50

Ton’ 251.00 (250.70 to 251.30): 12AUG002.D
\ MV-173 SILAGE UTC

Peak# Ret Time Type Width .~ - Area ~ Start Time ,"End Time -
No peaks detected ' . . ' to

Ton 267.00 (266.70 to 267:30): 12AUG002 3]
: ‘ : ~MV-173 SILAGE UTC .

Peak# Ret Time 'Tyﬁg 'WLdth Area Start Time End Time
No peaks detected C ' ' '

‘ 97 : : Pan-Ag Study No. 94454
. . . N Rhénc-Poulenc Project No. EC-94-292
e . .o ' RPAC File No. 44563



L HWI 6224-215
Rhone-Poulenc Study No. US93702R

APPENDIX II

Silage bmked wnh 0.01 ppm RPA ’701777

Peak# 'Ret Time

1l

Ion 267.00 (266 70 to 287. 30)

Peak# Ret Time

1

Tile: C \HOCHEM\l\DATA\lEAUGBQ\lZAUGO12 D
Operator: UJJANA NANDIHALLI
Date Acquired: 12 Aug 394 53:28 pm
Instrument: 5972-GC-M : 4
. Method File:  RPASIM12
Sample Name: - ' MV-174A SILAGE 0. 01 UG/G 201772
Misc Info: HWI 6224-215
Vvial Number- 9
. pbundance Ion 251.00 {(250.70 to_ZSl.BO): ;éAUGOlZ.D
T . : 9.p0C
!
1000 A
500 A
} 0 | T { ) i ! I ' ! T ! | A ! i | L s
Time--> 7.50 §.00 8.50- 9.00 9.50
Abundance Ton 267.00 (266.70 to 267.30): 12AUGQ12.D
1000 { , )
500" ‘. : . Lo ‘ Ty
' 3.00
; 0 — T 1
Time--> 7.50 §.00 : 8.50 9.00 9.50
Ion 251 00 (250.70 to 251. 30) 12A0G012.D

MV-174A SILAGE 0 01 UG/G 201772

Start Time

Type  Width Area End Time
8.998 BBA qf03? 33891 8.905 - 9.200
12AUG012.D .
MV-174A SILAGE 0.01 UG/G 201772
TYpe . Width ) Area Start Time End Time _
9.001 vV Q.037 4748 B.955 " 9.086
98 Pan-Ag Study No. 944354

' Rhdne-Poulene Project No. EC-94-292 -
- . RPAC File No. 44663 1



HVV16224-215

) : ; L R.hone-Pouienc Studv No. US93702R

. APPENDIXII

snagé Spiked with 0.01 ppm RPA 202248

File: , - C \HPCHEM\l\DATA\lZAUGS4\12AUG018 D

Operateor: . UJJANA NANDIHALLI
Date Acquired: 13 Aug 24 12:08 am
Instrument: . 5972-GC-M : g

Method File: =~ RPASIM12

. Sample Name:
Misc Info:

.vial Number : 14 '

 MV-183 SILAGE 0:01
HWI 6224-215

UG/G 202248

%bung nee Tom 251,00 (250.70 to 251.30): 12AUG018.D
16004
0 - — 1 T T
Time--> 7.50 ~8.00; 8.50 __9.00 9.50
pbundance Ton 267.00 (266.70 to 267. 30) " 12RUG018.D
1 a
1000 -
R - . 1
cL - 9.01
- ]\914
. ’ 0 T 1 T 13 T l T I T 'I I T ‘l T 1 T ] L a3
Time--> 7.50 8.00 8.50 . 9.00 9.50

Ion 251.00 (250.

Peak#' Ret Time

1 9.004

N

‘Ton 267.00 (266.

[

?éak# ‘Ret Time

1 - 9.008 -

T2 ©9.142

70 to 251.30): 12AUGO18.D
M'V 183 SILAGE g.01 UG/G 202248 .

Type Width . Area
BV - 0.037 _ 47865

.

70 to 267.30): 12AUGOl8.D
Mv-183 SILAGE 0 01 UG/G 202248‘.

Type Width T Area"
BV 0.038 . 6973
VBA . 0.042 ‘ 536.82

~

‘Start Time End‘TimeM

. 8.912 9.164

Start ‘I“ime - End Time
.8.918 ' 9.115

9.115 - - 9.203
‘Pan-Ag SmdyNa..m

thne Pouleac Project No. EC-54-292
: RPAC File No. 44663
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APPENDLJ?{ I

‘Silage Spiked with 0.01 ppm RP A 203328 -

HWI 6224-215

" _ " " Rhone- Poulenc Study No. US93702R

File: C: \HPCH”M\I\DATA\IZAUGSé\l2AUG020 D
Operator:. UJJANA NANDIHALLI
Date Acquired: 13 Aug 24 1:01 am
Instrument: 5972-GC-M ' :
Method File:  RPASIM12 :
Sample Name: . MV-187 SILAGE 0.01 UG/G 203328
Misc Info: HWI 6224-215 ‘ -
vial Number. 15 _ 7
} Fbundance Ton 251.00 (250.70 to 251.30): 12AUG020.D !
. . : 9. ,
20004 -
w004 o ,
' 0 II T — T ]
Time--> 7.50 8.00 8.50 9.00 9.50°
Abundance. Ion 267:00 (266.70 to 267.30): 12AUG020.D
' 2000 .
- lOOQ i | _ p
9.00
. 0 T . T T T T T T ™ T T - T s T T T T T T - T ] T
Time--> 7.50 . 8.00 8.50 . - 9.00 - 9.50
‘-Ion 251 Q0 (250 70 to 251.30):¢ 12AUG020.D
MV-187 SILAGE 0.01 UG/G 203328
Peak# Ret Time Type width Area Start Time K  End Time
1 “9.002 EBA ..0"035 57901 8.905 9.200
Ion 267.00 (266 70 to 267 30) 12AUG020.D .
' Mv-187 SILAGE.0.01 UG/G 203328
Peak# Ret Time Type width Area Start Time End Time
1 9.005 BV 0.034 7718 8.905 9.105
100 _ Pan-Ag Study No. 94454

Rhone-Poulenc Project No. EC-94-292
* RPAC File No. 44663



File: .
Cperator:

Date Acgquired:
“ Instrumentc:

Method File:
. Sample Name:

Misc Info:

vial Number,

HW1 6224-215
- Rhone-Pouienc Smdy No. US93702R

APPENDIX I
Grain Untreated Control | ‘

C: \HPCHEM\I\DATA\4AUGS4\4AUG002 D
UJJANA NANDIHALLI ’

‘4 Aug 94 6:02 pm
5972-GC-M
RPASIM1Z - . ‘ ‘
MV-142 GRAIN UNTREATED CONTROL - |
' HWI 6224-215 ,
1. v

rbhundance

Ion 251.00 {250.70 toc 251 .30):

150 4

100 4

A

50 1

-0

. éAﬁGOOZ.D
1504 ' S
100 - \‘\~A ' S . :
SO - S ' :
. 0 ] v T T - ] T v T L) i T T L T L} T , L T 3 T
‘Time--> 7.50 §.00 8.50 3.00 9.50
undance Ion 267.00 {266.70 to 267.30): 4AUGD02.D

A\

Time--> 7. SO

™ ? 17\1_1 T Y i T 7 L N T Y T T T )l

§.00 8.50 © .00 ~9.50

Ion 251.00
Peak# Ret Time

No peaks detected
Ton 267.00

Peak# Ret Time
- No peaks detected

(250. 70 to 251, 30)

4AUGQ02.D :
MV - 142 GRAIN UNTREATED CONTROL

End Time

Type width Area Start Time
(266 70 to 267 30) (4AUGQ02.D .
MV 142 GRAIN UNTREATED. CONTROL
Type Width' Area Start Time "End Time
: A ‘ -
101 o Pan-Ag Study No. 94454

. Rhéne-Poulenc Project No. EC-94-292
- o S RPAC File No. 44663 *



- HW16224-215 -

" -Rhone- Poulenc :rudy No. US93702R

APPENDIX I
- Grain Spiked with 0.01 ppm RPA 201772

File: s \HPCHEW\l\DATA\4AUG94\4AUGOlG

Ion 251:.00 (250.70 to 251.30): 4AUGO16.D -

MV-143 GRAIN 0.01 UG/G 201772

Peak#. Rgt Time Type  Width - Area
1 9. 074 BV 0.041 27162

ML

Ion 267.00 (266 70 to 267.30): 4AUGO016.D
MV-143 GRAIN 0.01 UG/G 201772

Peak# Ret Time Type ,'width "Area
"1 9.078 BV 0.043, : 4190

102

. o

Operator: UJJANA NANDIHALLI . s
Date Acquired: S Aug 94 12:15 am
Instrument: ‘5872-GC-M |
Method File:  RPASIM12 A _
‘Sample Name: : MV-143 GRAIN 0.01 UG/G 201772 ¢
Misc Info: - ' . HWI. 6224-215
Vial Number : 13 ’ ~ ‘
Abundance Ton 251.00 (250.70 to 251.30): 4AUGQ16.D

10001 - N - 9. .

. 500 -

' L S e L S A "
Time--> 7.50 X 8.00 _ 820 9,00, - 9.50
Abundance: Ton 267.00 (266.70 to 267.30): 4AUGO16. D

1000 S ' 2 -

500

' ' 9.08
A~ AN
\ 0 T —— T L

Time--> 7.50 - 8.00 8.50 9:00 9.50

" Start Time .End Time

8.951 . 9.307
\.
, Start Time . - End Time
8.905 9.288
Pm-AgStudyNo.m

thne-Poulenc Project No. EC-94-292
RPAC File No. 44663



L

File:

Operator:.

Date Acquired:.

Instrument
Method File:
Sample Name:
Misc Info:

Vial Number

' HWI16224-215- .
Rhone-Poulenc Study No. US93702R -

36
APPENDIX I
Grain Spiked with 0.01 ppm RPA 202248 y R

C:\HPCHEM\ 1\DATA\4AUG34\4AUG021.D
UJJANA NANDIHALLI.

-5 Aug 94  2:29 am -
/5972-GC-M .
'RPASIM12 N '
-MV-150 GRAIN 0.01 UG/G 202248
HWI_ 6224-215 '
18.

Abundance Ion 251.00 (250.70 to 251.30): 4AUGO21.D
1000 -
5004~
0 A ———————————————— '
Time--> 7.50 8.00 8.50 9.00 9.50
Abundance Ion 267.00 (266.70 to 267.30): 4AUGO21.D
L " . . . - . . ra
10004
5004 E S T - ,
- : - ' ' S 9.08
0 KiﬁT\T&—T e T
Time--> 7.50 '8.00 _ 8.50 9.00 - 9.50

'Ion 251, 00 (250, 70 to 251. 30): 4AUG021.D S

MV-150 GRAIN 0.01 UG/G 202248 '
. End Time

Peak§ Ret Time " Type Wldth . Area Start Time .
1 Q.an_ vv . 0.039' . 297586 9.03¢. 9.255
Ion 267.00 (266.70 to 267.30): 4AUGO2L.D
MV 150 GRAIN 0. ‘01 UG/G 202248
' Peak# Ret Time Type Width Area Start Time End Time
1 9.08¢ PV 0.037 4008 : ' 8.985 . 9.192
103 Pan-Ag Study No. 4454
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_ HWI 6224-215
Rhone-Poulenc Study No, US9370ZR
APPENDIX I R o
Grain Spiked with 0.01 ppm RPA 203328 -
File: C:\HPCHEM\1\DATA\4AUG34\4AUGO14 . D
‘Qperator: UJJANA NANDIHALLI
Cate Acquired: 4 Aug 94 11:22 pm
Instrument: 5972-GC-M
Method File: RPASIM12 . ‘ T
Sample Name: . ; MV-157 GRAIN 0.0l UG/G 203328
Misc Info: -+ ‘ . HWI 6224-215 ‘ ‘ : y —
Vial Number .12 - ‘ - ' :
Abundance Ton 251.00 (250.70 to 251.30) : 4AUGO14.D
- o - . 9.7
-'500 4
. ; / .
/‘T\&‘

0 "7 "
Time=--> 7.50. 8.00 : 8.50 9.00 " 9.50
Abundance Ton 267.00 (266.70 to/267.30): 4AUG014.D

500 4
L
K , . ' 9.08
: o Lor—r—s—ssm—————————————
Time--> 7.50 8.00 8.50 . 9.00 9.50
Ion 251.00 (250.70 to 251.30): 4AUGO14.D . R B
s MV-157 GRAIN 0.01 UG/G 203328 : '
_Peak# Ret Time Tyf)e Width Area Start Time . End Time
1 9.072 oV 0.040 20707 . 8.964 9.245
' Ion 267.00 (266.70 to 267.30): 4AUGO14.D | f
ol MV-157. GRAIN 0.01 UG/G 203328 _
Peak# Ret Time Type Width ' Area ' Sl{art Time End Time
| 1 9.076 PV . 0.037 2467 - 9.002 © 9.158
. A T . Pan-Ag Study No. 94454
. : : : - Rhéne-Poulenc Project No. EC-4-292

RPAC File No. 44663 ./



~Misc Info:
Vial Numper .: 1

Abundance

APPENDIX IIT
F odder Uhtreated‘Controi'

File: . . ) \HPCHEM\I\DATA\ZEJUL94\26JUL002 D

Cperator: UJJANA NANDIHALLI !
Date Acquired: 26 Jul %4 S: 03 pm
Instrument: 5972-GC-M ‘

Method File:

RPASIM12
Sample Name: :

HWI 6224-215

: HWI 6224-215
.Rhone-Poulenc Study No. US93702R ..

MV-22B FODDER UNTREATED CONTROL

Ton 251.00 (250.70 to 251.30Q): 26JUL002.D -

"

2504 -

L
| . , B
. & Q d—_— . . Y
ima-->» - 7.50 8.00 8.50 9.00 . 9,
EBhndance

Ton 267.00 (266.70 to 267.30}: 26JULQ02.D

0 A —————————

Time--> 7.50 - 8.00 8.50 9.00 9,

" fon 251.00, (250.70 to 251.30): 26JUL002.D

Mv-22B FODDER UNTREATED CONTROL -

Peak# Ret Time Type : Wldth ‘ ' Area

End Time

Start;Timé-
1 _ 9.126' A 0.035 - - 509.%8 19,081 . +9.191
Ion 267 00 (266 70 to 267. 30) 26JUL002 D .
. MV 22B FODDER UNTREATED CONTROL
Peak#f Ret Time Type, width Area’ Start Time 'End Time
- No peaks detected : . : '
_l
108 R !hmAg&uwNuﬂuﬂ

Rhéne-Poulenc Project No. EC-94-292
. RPAC File No. 44663



File: .

39 | .
HWI 6224-215°
Rhone-Poulenc Study No. US93702R.

APPENDIX I

Fodder Spiked with 0.01 ppm RPA 201772

~ICZ;\I-iE’CI—!I:'.I"I\l\DATA\2E:'..TULE)‘&\ZSJ'EJ'LOll'.D -

Icn -251.00 (250.
. - - . MV-23A FODDER 0.0} UG/G 201772

Peak$# Ret Time'

1 9.123

T

Ion 267.00 (266.

Peak# Ret Time
ek 9.127

Operator: UJJANA NANDIHALLI
Date Acquxred 26 Jul %4 9:03 pm .
Instrument: 5$372-GC-M ‘
Method File:  RPASIM12
Sample Name: ' WV 23A FODDER 0.01 UG/G 201772
Misc Info: . HWI 6224-215
*Vial Number 9
Abundance Tom 251.00 (250.70 to 251.30) ¢ 26JUL0I1.D
1 . . : N ’ 9 . h2 :
10004
500 4
.
¢ = —r1 T T
Time--> 7.50 8 00 ... 8.50" 9.00 : 3.50
Abundance Ton 267.00 (266.70 to 267.30): 26JULO11.D
" 1000 - )
5004 LT |
'%,-' T T T o] T
ime--»> - . 7.50 8.00 8.50 9.00 o 92.50

70 to 251.30): 26JULO11.D

Type Width Area Start Time  End Time
. BV 0.036 29903 ' 9,022 o 9.321
70 to 267. 30):-26JULO11. D
MV- 23A FODDER 0.01 UG/G 201772
Type  Width Area. Start Time End Time
BV . 0.034 - 3870 9.0713 9.216
H
w0 o " Pan-Ag Study No. 4454

RMM&HmhumpnNaﬁoﬂdn
: RPAC File No. 44663



S '
~

File:
Operater:.

o HWI 6224-215 -
: Rhonc—?oulenc Study No. U393702R
APPENDIX I

Fodder Spﬂced with 0.01 ppm RPA 202248 '

C: \HPCHEM\I\DATA\25JUL94\26JUL017 D
UJJANA NANDIHALLI .

Date Acquired: 26 Jul 94 11:43 pm
Instrument : 5872-GC-M ~ . "
‘Method File: RPASIM12 ‘
. Sample Name:- MV-29A FODDER 0.01 UG/G 202248
Misc Info: | HWI 6224-215 ,
Vial Number 12 _
Abundance Tom 35100 (250,70 To 251.30) 7 264UL0L7.D-
1000 4 S 9.
500 -
’ 0 .l i T T L] . T I ] LIS 4 i T T 1] T i v 1 ) 1 1 l .i. 1
Time- -3 7.50 8.00 - =§.50 , 9.00 9,50
- pbundance_ Ton 267.00 (266.70 to 267.30): 26JUL017.D ' '
1000 5 S ‘ : -
500 -
) 9.14
. ’0 . 1 | T T T T i L 1 T T I i 1_ T L I T 1 ’ ¥ [ L L]
Time--»> - 7.50 8.00 8.50 . s5.00 9.50
Ion 251.00 (250.70 to 251.30}: 26JULOL7.D. * |
T 'MV-29A FODDER0.01 UG/G 202248
Peak# - Ret Time Type Wldth ‘ Area ' start Time End Time -
1 - 9.132 BV 1 0.037 - 24934 9.022 9.346
Ion 267.00 (266.70 to 267.30): 26JULOL7.D
. MV-29A FODDER 0.01 UG/G 202248
Peak# Ret Time Type Width .- . Area Start Time End Time
1 9.135° BV - 0.035" : 3342 9.087 - 9.227
§
‘ 1107 Pan-Ag Study No. 94454

‘ Rnone-pc‘mxm Project No. EC-94-292
- RPAC File No. 44663 .



AT R

S HWI |
) 6224-215
Rhone-Poulenc Study No. US93702R

APPENDIX I

Fodder Spiked with 0.01 RPA 203328

N

[File: C: \HPCHEM\1\DATA\26JUL94\26JULO2S D
‘Operator: UJJANA NANDIHALLI
Date Acquired: 27 Jul 24 3:16 am : ‘ '
Instrument: 5972-GC-M S \
Method File: =~ RPASIM12 '
Sample Name: : MV-36A FODDER 0,01 UG/G 203329
Misc Info: HWI 6224 215 - : —
Vial Number 186 g ‘ ' C
SBundance ~Ton 251.00 (550.70 to 251.30): 269UL025.D
‘ ) . : ‘ 9.h3
1000 -
4
500
J J
. - T
Time--> 7.50 8.00 8.50 9.00 ©9.50
Rbundance Ton 267.00 (266.70 to 267.30): 26JUL02S.D
1000 - : '
5004 ) B
: 9.14
S A
) 0 T T T T T ¥ T T L1 T T L T T T [ T T T I T
Time--> 7.50 ° 8.00 8.50 9.00 9.50
Ion 251.00 (250.70 to '251.30) : 26JUL025S.D
: MV-36A FODDER 0.01 UG/G 203328
Peak# Ret Time  Type  Width Area Start Time End Time '
1 9.134 . BV 0.037 27035 9.028 9.339
Ton 267.00 (266.70 to 267.30): 26JUL025.D. .
' : © ‘MV-36A FODDER 0.01 UG/G 203328
Peak# Ret "I‘;Lme Type Width Area - Start Time £nd Time .
1 9.137 BV 0.036 © 3629 9.084 9.236
a ' 3 .
i
108 ' . Pan-Ag Study No. 34454,

" Rhéne-Poutenc Projest No. EC-94-292
a RPAC File No. 44663
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’(I
» o , HWI 6224-215
Rhone-Pouledc Study No. US93702R

. -~ An ansiyncal batch for method verification portion constituted one reagent blank,
one untrcatcd control and 18 fortified samples. :

2. 16 18 hou.rs each of two analysts ( for 20 sampics)

3. | One reagent blank per batch. - Analysis of reagent blank prior to sample analysxs

is recommended.

4 Equivalent rcagcnts/suphcs may be used. Rcagcnts used in the preparation of
diazomethane should be free of watcr and prcservatwcs Store bought dxstxlled
water can be used.’ ‘

AL Smglc tapcmd liner prcpacked vnth glass wool (He.wlett-Packard Cat. NO. 5062- -
- 3587). With a new liner, three to four injections (from the same vial) of fomﬁcd
matrix sample {matrix that i is gomng to be injected that day) must be injected prior
to sample analys:s Make sure the rcsponse is stabilized aﬁer the last m]ectxon

. 5B. Depends upon the matrix. Normauy, six to eight weeks Best way 1s to wait -
- until the chromatography is unacceptable. : -

6. Sa.mple extracts were normally analyzcd immediately after extraction. Bascd on
. the stability of RPA 204497 (3 months), it appears that the extracts can be stored
in a freezer (-10 to -20 C) for up.to 3 months (however, the ma:umum time we

stored pnor to analysxs was 3 weeks )

[ I

109 Pan-Ag Study No. 94454
thne Poulenc Project No. EC-94-292
. RPAC File No. 44663




