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INTRODUCTION/SUMMARY

A.

Scope

This method is used in the determination of
residues of CGA-215944 (4,5-dihydro-6-methyl-4-

[ (3-pyridinylmethylene)-amino]-1,2,4-triazin-
3(2H) -one), also known as pymetrozine, in crops.
The structure and chemical name of the analyte is
given in Figure 1.

The limit of detection (smallest standard amount
injected during the chromatographic run) for
CGA-215944 is 1.0 ng. The limit of quantitation
(the lowest fortification specified by the method
which gives adequate recovery according to EPA
guidelines) is 0.02 ppm for CGA-215944.

Principle

A 5 gram sample of substrate is extracted by
shaking with a solution of borax buffer in
methanol for one hour. The extract is diluted to
50 mL (100 mL for dry samples) and a 10 mL
aliquot is carried through the method.

The CGA-215944 aliquot is evaporated to a reduced
volume and the extract is applied to an Extrelut®
column and removed using ethyl acetate (EtOAc).
The samples are then cleaned up using a silica
solid-phase extraction (SPE) cartridge. Cured
tobacco samples are further cleaned up u51ng a
C-18 SPE cartrldge The samples are
reconstituted in mobile phase and analyzed by
HPLC using a C-18 column and a mobile phase of
91/9 (v/v) 0.005M PIC B7/acetonitrile. A column
switching system is required for tobacco and
fruiting vegetables in which a cyano column with
a mobile phase of 95/5 (v/v) 0.005M PIC
B7/acetonitrile is used for initial separation
and the C-18 column with mobile phase of 91/9
{(v/v) 0.005M PIC B7/acetonitrile is used for
final separation.
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IT. MATERIALS AND METHODS
A. Apparatus

1.0 Bottles, square amber wide mouth, 8—oz,
with lids.

2.0 Column, HPLC, Inertsil ODS II 5 pm, 250 mm
x 4.6 mm {Phenomenex No. 00G-3125-EOQ).

3.0 Column, HPLC, Spherisorb S CN 5 um, 150 mm
x 4.6 mm (Phenomenex No. 00F-0107-RO}.

4.0 Cylinder, graduated, 50-mL, 100-mL (Fishexr
No. 08-554D, 08-554E) or equivalent.

5.0 Extrelut QE cartridge, 10 mL capacity
(EM Separations No. 901010-1).

6.0 Filter paper, Whatman #5, 7 cm (Fisher
No. 09830K) or equivalent.

7.0 Flask, round-bottom, 50-mL, 100-mL (Fisher
No. 10-067B, 10-0§7C) or equivalent.

8.0 Funnel, Buchner, Coors Porcelain w/fixed
perforated plate, plate diameter 83 mm,
height 143 mm, (Fisher No. 10-356C} or
equivalent.

9.0 Pipette, Pasteur, Flint Glass, 9 inch,
disposable, (Fisher No. 13-678-7C) or
eguivalent.

10.0 Pipette, volumetric, 0.5, 1.0, and 2. 0—mL
capacities (Fisher Nos. 13-64SA, 13--649B,
13-649C) or equivalent.

11.0 Solid-Phase Extraction cartridge, silica,

: 1000-mg, 6-cc Bakerbond (Baker No. 7086-07)

12.0 Solid-Phase Extraction cartridge, C-18,
1000-mg, 6-cc Bakerbond (Baker No.
7020-07), for cured tobacco only.

13.0 Traps, pear-shaped distilling (Kontés

No. 517000-2400).
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vials., 1.5-mL E-Z Auto Vial (Wheaton Part
No. 225175SP}) or equivalent, with 11 mm E-Z
Auto Seal (Wheaton Part no. 224212SP) or
equivalent.

B. Reagents and Analytical Standards

2ll reagents are stored at room temperature.
Analytical standards and stock solutions are
stored frozen and standard solutions are

refrigerated.

1.0 Acetone, Optima (Fisher No. A929-4) orx
equivalent.

2.0 Acetonitrile, HPLC grade (Fisher
No. A998-4) or equivalent.

3.0 Borax, Sigma, approx. 99% (Sigma No.
B-9876) or egquivalent.

4.0 0.05 M Borax - Dilute 19.1 g of Borax to
1000 ml, with water. '

5.0 Ethyl Acetate, Optima (Fisher No. E196-4)
or equivalent. )

6.0 O-Phosphoric Acid, 85% (Fisher No. A242-4)
or equivalent.

7.0 PIC B7 ion pairing reagent (Waters No.
WAT085103). -

8.0 0.005M PIC B7 (aqg) - add. the contents of
one vial of PIC B7 to 1000 mL of water.

9.0 Methanol, HPLC grade (Fisher No. R452-4) or
equivalent.

10.0 Mobile Phase - 91/9 (v/v) 0.005M PIC B7
{aq) /acetonitrile.

11.0 Mobile Phase - 95/5 (v/v} 0.005M PIC B7
{aq) facetonitrile (tobacco and fruiting
vegetables) .

12.0 Water, deionized and purified in-house

using a HYDRO™ purification system, or HPLC
grade equivalent. .
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13.0 CGA-215944 analytical standard, Ciba-Geigy
Corporation, 410 Swing Road, Greensboro, NC
27407.

Analyvtical Procedure

A flow diagram for the procedure is presented in
Figure 2.

1.0 Preparation of sample

Prepare samples according to Ciba SOP 7.21.
Store samples frozen at -20°C until just
before analysis.

Weigh 5.0.g of plant material into an 8-oz.
wide mouth jar. Weigh the samples in a
semi-frozen state to avoid losing sample
moisture. Allow the samples to thaw fully
before extraction.

Prepare procedural fortifications at this
point according to section II.J.2.0.

2.0 Extraction

General Procedure

2.1 Add 4 mL of 0.05 M sodium borate to
the sample and mix carefully by
shaking.

2.2 2Add 36 mL of methanol to the sample.
Dry samples (e.g. cured tobacco, tomato dry

pomace}

2.1 Add 8 mL of 0.05 M sodium borate to
the sample and mix carefully by
shaking.

2.2 Add 80 mL of methanol to the sample.

For all samples

2.3 Seal the wide mouth jar tightly and
shake at approximately 250
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oscillations per minute for 1 hour
using a laboratory shaker.

vacuum filter the extract using
whatman #S filter papey. Wash the
filter cake with 5 mL of methanol,
collecting the washing.

Adjust the volume of the extract
solution to 50.0 mL (100.0 mL for dry
samples) with methanol using a
volumetric flask.

CGA-215944 Cleanup

3.1

3.2

Transfer intoc buffer solution

Weigh a 100-mL round-bottom flask.
Transfer a 10-mL aliquot of the
extract solution into the tared
100-mL round-bottom flask and add

S mL of 0.05 M sodium borate.
Evaporate the solution to < 6 g using
a rotary evaporator (water “bath

< 30°C).

Extrelut® partition

Vibrate or knock the Extrelut column
for 10-20 seconds to settle the
contents. Transfer the aqueous
extract sclution onto the column.
Rinse the 100-mL round-bottom flask
with ~3 mL of sodium borate buffer
and transfer the washing to the
Extrelut column. Wait for 15 minutes
to allow the aquecus solution to
penetrate the matrix. Rinse the
100-mL round-bottom flask with four
25 ml portions of ethyl acetate and
use the rinses to extract the analyte
from the Extrelut. Collect the
eluate in a 250-mL round-bottom flask
and evaporate to dryness by rotary
evaporation (water bath <30°C).
Reconstitute the residue from the
partition in 5 mL of acetone.
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Silica SPE

Attach a silica cartridge to a wvacuum
manifold. Precondition the cartridge
with 5 mL of acetone. Pass the
solution from step 3.2 through the
silica cartridge. Discard the
eluate. Wash the round-bottom flask
with 5 mL of acetone and use this
rinse to wash the cartridge,
discarding the eluate. Rinse the
round-bottom flask with 10 mL of
methanol and use the rinse to elute
the analyte from the cartridge,
collecting the eluate in a 15-mL test
tube. Transfer to a 50-mL round-
bottom flask rinsing the test tube
with 15-mL of methanol. Evaporate to
dryness by rotary evaporation (water
bath <30°C).

C-18 SPE (cured tobacco only)

Reconstitute the residue in 1 mL of
methanol. Add 9 nmlL of water to the
flask and mix the solution. Attach a
C-18 cartridge to a vacuum manifold.
Precondition the cartridge with 5 mL
of methanol followed by 5 mL of
water. Pass the solution from silica
SPE through the cartridge. Discard
the eluate. Wash the round-bottom
flask with 10 mL of 10/90 (v/v)
methanol/water and use this rinse to
wash the cartridge, discarding the
eluate. Elute the analyte from the
cartridge using 10 mL of 30/70
methanol/water, collecting the eluate
in a 15-mL test tube. Transfer the
solution from the test tube to a 50-
mL round bottom flask with a rinse of
15 mL of methanol. Evaporate to
dryness by rotary evaporation {water
bath <40°C). 1If water remains,’
continue to add methancl and
evaporate repetitively until all of
the solvent has evaporated.
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3.5 Finai solution

Reconstitute the residue from solid-
phase extraction in mobile phase.
Sonicate the solution for ~30 seconds
while swirling the flask, being sure
to contact all inside surfaces.
Transfer to a vial for HPLC analysis.

Instrumentation
1.0 Description and Operating Conditions

See Table I for a description of the system
components and chromatographic conditions.

2.0 Calibration and Standardization

The instrument is calibrated by
construction of a calibration curve from
detector response (chromatographic peak
height or area and the amount of analyte
standard injected), encompassing the range
of 1.0 ng to 20 ng. The response curve can
be constructed manually, with a calculator,
or using a computer. Typical
standardization data of analytical

- standards are presented in Tables II and
III and typical standard chromatograms and
calibration plots are presented in
Figures 3 through 6.

Interferences

There are no known interferences resulting from
the chemical reagents used in the procedure.

confirmatory Techniques

The presence of CGA-215944 can be confirmed using
analytical method REM 154.01, "Determination of

"Residues of Parent Compound by Liquid

Chromatography."*
Time Required for Analysis
1.0 Twelve samples can be taken thrcocugh the

extraction and cleanup procedure in eight
hours.
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2.0 samples can be analyzed overnight if an
autosampler is available.

Modifications and Potential Problems

1.0 CGA-215944 is sensitive to light and to low
pH. It is recommended that extraction and
analysis of the CGA-215944 fraction be
performed in one day. Initial extracts may
be stored refrigerated in the dark in
organic solvent.

2.0 New analytical standards of CGA-215944 must
be prepared from stock at least every five

days. For this study new standards were

~prepared daily.

3.0 The same extract can be used for analysis
of both CGA-215944 by this method and for
its metabolite, GS-23199, by method AG-647°.

Preparation of Standards

1.0 CGA-215944 Stock Solution - CGA-215944 is

- not highly soluble in organic solvents. It
is necessary to sconicate the stock solution
for some time in order to achieve complete
dissolution.

1.1 Weigh 20 mg of CGA-215944 into a
100-mL volumetric flask. Add a few
milliliters of methanol to the flask

and shake to dissolve the CGA-215844.
Dilute to the mark with methanol.
The concentration of this stock is
200 ug/mL. Store frozen and in the
dark. Stock solutions expire 6
months after preparation.

2.0 Fortification Standards -

Prepare fortification standards of
CGA-215944 in methanol such that no more
than 1 mL of the standard is required to
fortify recovery samples. Fortification
standards expire 6 months after-
preparation.
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3.0 Analytical Standards -

Prepare at least four standards of
CGA-215944 in 0.005 M PIC B7 in the range
of 0.01 to 0.2 pg/mL. New CGA-215944
standards must be prepared from stock at
least every five days.

J. Methods of Calculation
1.0 Determination of Sample Residues

Inject 100-ul aliquots of sample final
fractions from Sections II.C.3.6 into the
HPLC under the same conditions as for the
standards. Make appropriate dilutions of
the stock to bring the sample response
within the range of the standard curve.
Compare the response of the unknown samples
to the standard curve or enter the value of
the response into a least squares program
to determine the nanograms of CGA-215944 in
the injected aliquot. Typical
chromatograms for control and fortified
control samples are presented in Figures 7
through 14.

To calculate the residue results the
milligrams injected must first be
calculated as follows;

mg x V;
(1} mg sample injected = -—=
Vf
mg = milligrams of sample used
V; = injection volume (m)
Ve = total volume of final injection

solution (mL}
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To determine ppm CGA-215944 found in the
samples use equation 2:

(ng analyte found)

(2) ppm analyte =
(mg sample injected) (R)

R = recovery factor expressed as a
fraction (e.g. 100% = 1.0} and is
calculated from eguation 4.

Note: R is not used for tolerance
enforcement.

Fortification Experiments

This method is validated for each set of
samples analyzed by including an untreated
control sample and one or more control
samples fortified immediately prior to
extraction with CGA-215944.

2.1 Add an appropriate amount of each
fortification standard (from section
II.I.2.1) to a sample of control crop
sample prior to extraction. The
total volume of the added
fortification sclutions should not
exceed 1 mL. :

2.2 Proceed to step II.C.2.0. Typical
recovery data for control and _
fortified control samples are given
in Table IV.

2.3 Calculate the analyte concentration
using equation 3:

{ng analvyte)

(3) ppm analyte found = ° ——
(mg sample :|.njected)
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Determine the recovery factor by
first subtracting the background
detector response, if any, in the
control sample from the analyte
response in the recovery sample.
Calculate the recovery factor as a
percentage (R) by the equation:

ppm analyte found

{(4) R = .
ppm analyte added

Note: R is not used for tolerance
enforcement.

RESULTS AND DISCUSSION

This method has been validated under Ciba-Geigy
Residue Chemistry Protocol 627-95 and Amendment 1°.
The objective of Protocol 627-95 was to validate
Analytical Method AG-643 for the determination of
CGA-215944 in crops. The limit of gquantitation of

Analytical Method AG-643 is 0.02 ppm. The limit of

detection of Analytical Method AG-643 is 1.0 ng.

Analytical Method AG-643 was used to generate residue
data for tobacco, fruiting vegetables, and cucurbits,
and will be proposed as the tolerance enforcement
method for fruiting vegetables and cucurbits. This
method is not a regulatory method for tobacco as no
tolerances are required for tobacco. The method will
be used to generate data for risk assessment for

" tobacco.

The average recovery of CGA-215944 achieved in
validation using the analytical method was 81%
(sd=16%, CV=20%, n=58). The average recovery of
CGA-215944 achieved for substrates fortified at the
limit of quantitation (0.02 ppm) was 96% (sd=21%,
Cv=22%, n=16).

The average recovery was between 70-120% for all
substrates except peppers and cured tobacco. The
average recovery for peppers was 69% with a standard
deviation of 5% (Cv=8%). The average recovery for
cured tobacco was 68% with a standard deviation of 6%
(CV=8%). The results are considered acceptable due to
the good precision. Recovery results can be found in
Table IV.
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No detectable residues were found in the controls for
any of the substrates except for green tobacco. This
will not pose a problem as the method will not be used
for tolerance enforcement purposes on tobacco as was
noted above and incurred residues in tobacco will be
well above the control amounts. No detectable
residues were found in the reagent blanks.
Chromatograms from the analysis of control and
fortified contrel samples are presented in Figures 7
through 14.

Sample identification and test and reference substance
information can be found in Residue Test Report
RI-MV-015-95¢‘. The raw data Residue Test Report and
Final Report are stored in the Ciba Agricultural Group
Archives in Greensboro, NC. No samples were archived.

There were no deviations from the protocol, nor any
circumstances affecting the quality or integrity of
the data. S

CONCLUSION

Analytical Method AG-643 is a valid and accurate
method for the determination CGA-215944 in crops.

AG-643 [S\JOSEPHT\215944\627-95\METHOD]! mae/lca:3/15/9§
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VII. TABLES AND FIGURES

TABLE I. HIGH PERFORMANCE LIQUID CHROMATOGRAPHIC
CONDITIONS
CGA-215944
Instrumentation:
Pump - Perkin-Elmer 250

Autoinjector - Perkin-Elmer ISS-100

Detector - Applied Biosystems 783
Column - - Inertsil ODS II 5 pum, 250 mm x
4.6 mm

Conditions:

Mobile Phase - 91/9 (v/v) 0.005M PIC B7
’ (ag) /facetonitrile

Flow Rate - 1 mL/min.
Injection Volume - 100 pL
Detection - 300 nm

Approximate retention time - 9 min.
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TABLE I. HIGH PERFORMANCE LIQUID CHROMATOGRAPHIC

CONDITIONS (Continued)

CGA-215944 column switching for tobacco and fruiting
vegetables

Instrumentation:

Pump 1 - Perkin-Elmer 250
Pump 2 - Perkin-Elmer 250

Autoinjector - Perkin-Elmer ISS 100

' Detector - Applied Biosystems 783
Column 1 - Spherisorb 5 CN S um, 150 mm x
4.6 mm
Column 2 - Inertsil ODS II 5 pm, 250 mm x
4.6 mm
Conditions:

Mobile Phase 1- 95/5 (v/v) 0.005M PIC B7
(ag) /acetonitrile

1

Mobile Phase 2- 91/9 (v/v) 0.005M PIC B7
{ag) /acetonitrile

Flow Rate - 1 mL/min.

Injection Volume - 100 uL

Detection - 300 nm
Approxiﬁate cut time - 6.5 - 7.5 min.

Approximate retention time - 13 min.
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TABLE II. TYPICAL STANDARDIZATION DATA FOR CGA-215944

ng of CGA-215%44

injected Peak Height

1.0 123

5.0 669

5.0 595

10.0 1290

10.0 1183

20.0 2715
Correlation Coefficient 0.99727
Slope ' . 136
Intexrcept -60.0

Data is from the analysis of cantaloupes.
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TABLE III. TYPICAL STANDARDIZATION DATA FOR CGA-215944 WITH

COLUMN SWITCHING

ng of CGA-215944

injected Peak Height

1.0 95

5.0 487

5.0 466

10.0 1083

10.0 891

20.0 2286
Correlation Coefficient 0.99755
Slope 117
Intercept . -89.5

Data is from the analysis of tomatoes, mature fruit.
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TABLE IV. RECOVERY RESULTS FOR CGA-215944 AND CGA-215944 FORTIFIED
IN CONTROL SUBSTRATES

Sample Fontification % Recovery
Code Substrate Level (ppm) CGA-215944
CC.CAa Cucumbers Control <0.02 ppm
CCCB Cucumbers Control <0.02 ppm
CC.02A Cucumbers 0.02 118
CC.02B Cucumbers 002 122
CC.O5A Cucumbers 0.05 83
CC.osB Cucumbers 005 . ‘ 93
CC.10A Cucumbers ,0.10 2
CC.10B Cucumbers .0.10 67 -
CC20A Cucumbers 0.20 64.
CC20B Cucumbers 0.20 71
Average Recovery 88
Standard Deviation 24
CNC . Cantaloupes . Control <0.02 ppm
CN.O2A Cantaloupes 0.02
CN.02B Cantaloupes _ 0.02
CN.OSA Cantaloupes 0.05 36 ;
CN.0OSB Cantaloupes 0.05 74
CN.10A Cantaloupes 0.10 73
CN.10B Cantaloupes 0.10 80
CN.20A Cantaloupes 0.20
CN.RB Cantaloupes reagent blank <0.02 ppm
Average Recovery 87
Standard Deviation 19
T™.CA | Tomatoes Control <0.02 ppm
T™.CB Tomatoes Control <0.02 ppm
TM.02A Tomatoes 002 @é
T™M.02B Tomatoes 0.02 114
TM.O05A Tomatoes 0.05 :+:
T™M.05B Tomatoes 0.05 86
TM.10A Tomatoes 0.10 80
T™.10B Tomatoes 0.10 80
TM.20A Tomatoes 0.20 @D
T™M.20B Tomatoes 0.20 74
Average Recovery ) 89
Standard Deviation ' 17
TW.CA Tomato wet pomace Control <0.02 ppm
TW.02A Tomato wet pomace 0.02
TW.02B Tomato wet pomace 0.02 103
TW.05A Tomato wet pomace 0.05 87
TW.05B Tomato wet pomace 0.05 85
TW.10A Tomato wet pomace 010 79
TW.10B Tomato wet pomace 0.10
TW.20A Tomato wet pomace 0.20
Average Recovery - 87
Standard Deviation 16

2 rlask was broken while transferring solution onto silica SPE cartridge.
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TABLE IV. RECOVERY RESULTS FOR CGA-215944 AND CGA-215944 FORTIFIED
IN CONTROL SUBSTRATES (Continued)
Sample Fortification % Recovery
Code Substrate Level (ppm) CGA-215944
TD.CA Tomato dry pomace Control <0.02 ppm
TD.02A Tomato dry pomace -0.02 o7
TD.02B Tomato dry pomace 0.02
TD.05A Tomato dry pomace 0.05 70
TD.0OSB Tomato dry pomace 0.05 84
TD.10A Tomato dry pomace 0.10 8]
TD.10B Tomato dry pomace 0.10 79
TD.20A Tomato dry pomace 0.20
Average Recovery ' 82
Standard Deviation 12
"PP.CA Peppers Control <0.0
PP.O2A Peppers © 002 65
PP.02B Peppers 0.02 [
PP.OSA Peppers 0.05
PP.OSB Peppers 0.05 71
PP.10A Peppers 0.10
PP.10B Peppers o010 67
PP.20A Peppers 0.20 74
Average Recovery 69
Standard Deviation 54
TG.CA Tobacco, green Control <0.02 ppm
TG.02A Tobacco, green 0.02 8l
TG.02B Tobacco, green 0.02 84
TG.05A Tobacco, green 0.05 €5
TG.O5B Tobaoco, green 0.05 (65)
TG.10A Tobaceo, green Q.10 7
TG.10B Tobacco, green 0.10 77
TG.20A Tobacco, green 0.20 73
TG.RB Tobacco, green Reagent Blank <0.02 ppm
Average Recovery 71
Standard Deviation 1.2
TCCA Tobacco, cured Control <0.02 ppm
TC.CB Tobacco, cured Control <0.02 ppm
TC.02A Tobacco, cured 0.02 : @
TC.02B Tobaceo, cured 0.02
TC.O5A Tobacco, cured 0.05 69
TC.OSB Tobacco, cured 0.05 74
TC.10A Tobacco, cured 0.10 62
TC.10B Tobacco, cured 0.10 73
TC.20A Tobacco, cured 0.20 64
TC.20B Tobacco, cured 0.20 (&)
TC.RB Tobacco, cured Reagent Blank <0.02 ppm
Average Recovery 68
5.7

Standard Deviation
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FIGURE 1. CHEMICAL NAME AND STRUCTURE

e
N }J |

CH;

CGA-215944

4,5-Dihydro-6—methy1—4-[(3—pyridinylmethylene)—amino]-
1,2,4-triazin-3 (2H)-one

CAS # 123312-89-0
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FLOW DIAGRAM FOR THE DETERMINATION OF CGA-215944

IN CROPS

Extraction

5-gram sample

1
General Procedure
1
add 4 mL of Borax + 36 mL of
methanol
d
Shake for 1 hour
i
Filter
d
wWash filter cake with 5 mL of
methanol
4
Adjust volume to 50 mL with
methanol
d
Take a 10-mL aliquot and add
{
Evaporate teo
, l
Transfer onto Extrelut column
l
Elute with 4x25 mL of
4

Dry Crops )
d .
2dd 8 mL of Borax + 80 mL of
methanol

i
Shake for 1 hour

l

Filter

1

wash filter cake with 5 mL of
methanol

1

Adjust volume te 100 mL with
methanol

4
S mL of borax buffer
<6 g
with 3 mlL borax rinse

ethyl acetate

Evaporate to dryness, reconstitute in 5 mL of acetone

l

Condition silica SPE cartridge with 5 mL of acetone

1

Apply extract to cartridge

1

wash flask with 5 mL of acetone, apply to cartridge

X3

wWash flask with 10 mL of methancl, use to elute analyte

!
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FIGURE'Z. FLOW DIAGRAM FOR THE DETERMINATION OF CGA~-215944
IN CROPS (Continued)

Cured Tobacco All other substrates
1 i)
Evaporate to dryness, Evaporate to dryness
reconstitute in 10/90 1
methanol /water
d
d

Condition €-18 cartridge with 5
mL of methancl followed by 5 mL

of water 1
d
Apply solution to cartridge i
4 .
wash. flask with 10 mL of 10/90 L
methanol /water, apply to
cartridge
ik 4
Wash flask with 10 mL of 30/70
methanol/water, use to elute 1
analyte
T N
Evaporate to dryness
d
l

Reconstitute in mobile phase

X}

Analyze by HPLC
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TYPICAL CHROMATOGRAMS OF CGA~215944 STANDARD

SOLUTIONS

Ciba-Geigy Mutichrom 2.0 (Q)

Analysis Name : [627-95] 26 6279588,9,1.
Standard 10 ng  Amount: 1.000

CGA-215944 MuRtichrom
3

- w
%

3 o
8
e T ]

b

1 . L 1 1 13 L e " A A A 'l
30 60 9.0 12.0 15.0 18.0 210 240
Titne (mirutes)

Instrument - P-E Method @ 6279588

Channal Tile : Channel #26 Cakbeation : 6279588

LmsiD Run Sequence : 6279588

Acquired on 20-NOV-1995 st 2225

Reported on 4-DEC-1995 at 15:42

1. 0.01 ng/pL, 100 pL injected
Cioa-Geigy Multichrom 2.0 (Q)

Analysis Name : (527-95] 26 627958B,3,1

Standard 50 ng  Amount : 1.000

CGA-215544 Multichrom

51.0

intersity {mv}

2. 0.

L ] L ) 1 1 1 'l
a0 60 8.0 120 15.0 180 210 240
Time {minutes)
instrument :P-E Method 6275588
Channel Title : Channel #26 Cafibeation : 279588
umsiD Fum Sequence : 6270588

Accpined on 20-NOV-1885 at 19:48
Reporied on 4-DEC-1995 at 15:42

05 ng/pL, 100 pL injected
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FIGURE 3. TYPICAL CHROMATOGRAMS OF CGA—215944 STANDARD
SOLUTIONS (Continued)

Ciba-Geigy Muttichroen 2.0 (Q)

Analysis Name : [627-95] 26 6279568,12.1.
Standard 5.0 ng  Amourt: 1.000

CGA-215944 Muttichrom
525
20 F
3
&
515 | e
-
s_sw— 8
Exu-
&
-
Es00
£ ~*—~"Tq
49% |
1 1 - ] 1 " L L L L
00 30 s0 20 20 50 6.0 710 240
Time {mirutes)
\strument  : P-E Method  : 6279588
Channel Tite : Channel #£26 Calbration : 6279588
umstio Aun Sequence : 6279568
Acquired on 20-NOV-1995 a1 23:43 .

Reported on 4-DEC-1995 at 15:42

3. 0.05 ng/pL, 100 nL injected

Ciba-Geigy Multichrom 2.0 (Q)

mm:(m-aqzsmm.
Standard 100 ng  Amount: 1.000

CGA-215044
530 Mutichrom

825 F

520 F

A 215044

515

.bj

1 i L o s 1 1 i 1 i A 1 n L.

30 60 9.0 120 150 180 210 240

o

bt

[=]
T

B
o

Intensity {mV)
8
h

»
o
n

]
o

Instrumont  ; P-E : Mathod : 6279588
Charnel Tite : Channel #26 ’ Cadbration : 6279588
UmsiD : Pun Sequance ; 6279588
Acquired on 20-NOV-1995 &t 21:07

Reponed on 4-DEC-1995 at 15:42

4. 0.1 ng/pL, 100 pL injected
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FIGURE 3. TYPICAL CHROMATOGRAMS OF CGA—215944 STANDARD

SOLUTIONS {(Continued)

Ciba-Geigqy Multichrom 2.0 {Q}

Anaplysis Narne : [627-95] 26 6279588.15.1.
Standard 10.0 ng  Amounx : 1.000

CGA-215544 .
540 Muliichrom
2.5
520
i
515 F 3
o]
510 F
z
IE_5(?!.5 .
”
5500 p——nn
E .
495
" 1 A L " 1 1 " A L A i 3 A
490 T 50 50 120 50 8.0 76 740
Timea (mirmuses)
instrament  : P-E Mothod  : 6279588
Charnl Title ; Charnel 826 - Calibration : 6279588
LmsiD Run Sequencs : 6279580
Aaqmmzimv-msauum
Reported on 4-DEC-1995 at 15:42
5. 0.1 ng/pL, 100 pL injected
Ciba-Geigy Muttichrom 2.0 {Q)
Analysis Name : (627-85) 26 6279588,1,1.
Standard 20.0 g Amount : 1.000
CGA-215544 Mattichrom
530
825
520
515
510
&
‘E‘SO.S
p 4
]
5500 |
E
435 |
L] L L L i 1 L
490 30 60 20 120 150 180 210 240
Tima {minuies)
Instrument  : P-E Method  : 6279588
Channel Ttle : Channd #26 Calbyeation : 6279588
Lims 1D H Run Sequencs : 6270588
Accyuited on 20-NOV-1905 s 16:57

6. 0.2 ng/ulL, 100 uL. injected

Reported on 4-DEC-1995 wt 15:41

Chromatograms from the analysis of cantaloupes
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FIGURE 4. TYPICAL CALIBRATION PLOT OF CGA-215944 STANDARD
SOLUTIONS

Ciba-Geigy Muttichrom 2.0 {Q)
Calibration Name : [627-05] 26 6279588.

CGA-215944
Poak : CGA-215944 Caibration leved plot
2800 | '
2400 |
2000 +
= 1600 |
€
81200 +
=
800 |
400 ¢+
L)
Amount(ng)
Conpant : -5.006706E+1 Curve fit ¢ Linear
15t degree : 1.36020E42 Coralation costiicient : 0.95727
Standard edor : 7.42601E+1

Reported on 18-DEC-1995 a1 14:07

Curve from the analysis of cantaloupes
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FIGURE 5. TYPICAL CHROMATOGRAMS OF CGA-215944 STANDARD

1.

2.

SOLUTIONS WITH COLUMN SWITCHING

Ciba-Geigy Muttichrom 2.0 (Q)

Anlysis Name ; [627-95] 26 6Z7958F 7.1,
Standard 1.0 ng  Amount: 1.000
&ocamaﬁu Mhattichrom

b caa215944

50.0
495 +
. i N 1 i L L

“ o b, 1. 1 i
: 40 80 120 160 200 240 280 2.0
Tume {minutes)

instnament  : P-E . Meathed + GZIOSBF
Charnel Tige : Channal #26 Calibration : 6Z1958F
UmsD - FRun Sequence ; 627958F
Acquired on 29-NOV-169S o1 02:20 .
Aaported on 4-DEC-1995 ot 15:44

0.01 ng/uL, 100 uL injected
Ciba-Geigy Muttichrom 2.0 (Q)
Araysis Name : [627-95] 26 BZ79SBF.10.1.
Stanciard 50 ng  Amount : 1.000
CGA-215344 Multichrom
530
525
520 3
515 9
o
510 F 3
= (4]
Sast
: A
5500
E
495
i L i L i 1 1 1 " "
49.0 20 20 120 %0 %00 240 70 =0
Teme (mincstes)
nstyment  ; P-E Mathod  : 627956F
Channet Tite : Channel #28 Caftraion : 62795BF
Lmio Pun Soquence : 627958F
Actired on 29-NOV-199% at 04:11
Reported on 4-DEC-1995 at 15:44
0.05 ng/pL, 100 pL injected
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— FIGURE 5. TYPICAL CHROMATOGRAMS OF CGA—215944 STANDARD
SOLUTIONS WITH COLUMN SWITCHING (Continued)

Ciba-Geigy Multichrom 2.0 (C)

Analysis Name : (627-55) 26 627956F. 16,1,
Standard 5.0 ng  Amourn : 1.000
COA-215044

530

825 r

55T

&
)

-

Intansity {mV)

F 3
b8
PJ

-]
o

Uma®
Accuired on 26-NOV-1995 &1 0735
Reported on 4-DEC-1995 &1 15:44

3. 0.05 ng/puL, 100 pL injected

Ciba-Geigy Multichrom 2.0 (Q)

Analysis Name : [627-85) 26 62795BF 4.1,
Standard 100 ng  Amount : 1.000
CGA-215944 . Multichiom

v o
5 i E E
215544

s
»n

Intensity (mV)

2%

8
o

40 80 120 160 200 240 280 2o
Time (mirnutes)
netrument : P-E ' Methoo  : 6Z7058F
Channel Tite : Channel #26 Calibration : 62795BF
LmsD Run Sequence : G2TS58F
Acquired on 29-NOV-1995 o 00:47

Reported on 4-DEC-1995 uf 15:44

4. 0.1 ng/ulL, 100 uL injected
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~ FIGURE 5. TYPICAL CHROMATOGRAMS OF CGA-215944 STANDARD
SOLUTIONS WITH COLUMN SWITCHING (Continued)

Coa-Geigy Muhichrom 2.0 (Q)

Analysis Name : [627-95) 26 62795BF 13,7,
Standard 100 ng  Amoont 1 1.000 .
ocakmm« Muttichrom

5 ¢

520

515 |

510 |

f::=xm~mmu

Intenaity (mv)

N

480 [T) 80 120 160 200 240 280 20
Teme (minutes)
rstrument 1 P-E Mathod 6TTO58F
Channel Tite ; Crarnal #26 Cafiration : GZ7958F
UmslD : Run Sequence : 62TOSBF
Acquired on 29-NOV-1995 at 05:53

Reported on 4-DEC-1995 =t 15:44

5. 0.1 ng/uL, 100 uL injected

Ciba-Geagy Multichrom 2.0 {Q)
Analysis Name : (627-05] 26 62795BF.1.1.
Stundtud 200 ng Aot : 1.000

CGA-215044 Muttichrom
53.0
525 |
520
515 I
510
>
5505
-
"
§ 500
£
435 +
490 1 L H A A 1y 1 A A " L
) 40 80 120 160 200 240 280 320
Time (minutes)
Instrumerx  P-E Method  : G2795BF
Channel Tithe : Chanal #26 Calitration : 62TO5BF
LmsiD - s Far Secquence : E2T956F
Actuined on 28-NCV-1895 &t 23:05

Faeponed on 4-DEC-1995 at 15:44

6. 0.2-ng/uL, 100 pL injected
Chromatograms from the analysis of tomatoes
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- FIGURE 6. TYPICAL CALIBRATION PLOT QOF CGA—-215944 STANDARD
SQOLUTIONS
Cion-Gaigy Muttictwom 2.8 ()
Callbration Name : [E27-35] 26 &2THSBF.
CGA-Z15544
Paak : COA-215044 Caitranon levst plot
2400
2000
1600
E 120
£
[ W
0 }
85
Constant : -8.952909E+1 Curve HI
15l degres & 1.18570E2 Caorretation coslficient : 0.89735

Stanceid emor s SO2EE1

Reponed on 18-0EC-1995 ot 14:06

Ccurve from the analysis of tomatoes
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FIGURE 7. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS
OF CUCUMBERS FOR CGA-215944

Ciba-Geigy Mutuchrom 2.9 (Q)

. Analysis Name : {627-85) 26 62TO5BA.2,1.
RIMVO1535 000112 Control  Amourt : 1.000

CGA-215944 .
530 Muttichrom
525
520 | —_
3
$15 «
o
<
10
;5 0 3'
‘§'50.5 -
&
o
495
i 1 i 1 " 1 i 1 1 " " L i L " 1
40 0 80 89 1290 150 180 2190 240
Twme (minutes)
strument  : PE Method  : 627B5BA
Chennal Thile : Channel £26 Calibration : €2TO5BA
tms @ - 151687 Run Saquance : §Z7058A

Asquired on 17-NOV-1095 st 18:32
Reported on 4-DEC-1995 &t 1536

1. CC.CA, control, 100 mg injected, <2.0 ng found, <0.02 ppm CGA-215944
found

Citia-Geigy Mulichrom 2.0 (Q)

Anatysts Name : {527-05) 76 62795BA.1.
RIMVO1595 000112 Contrdl  Amount : 1.000

CGA-215044 Muttichrom
530 -
25 1
‘'m0 | -
s15 | %
o
s1.0 3
s Q
s -
&
2
2 500
£
495
L i i L L 1 1 L 1
490 a0 60 20 120 15.0 18.0 21.0 240
Time {mines)
Instunent  : P-E Method E27958BA
Channel Tida : Channel #26 Calibration : G2T958A
LmsiD : 151687 Run Sequence : 627858A
. Acquired on 17-NOV-10Q5 at 18:58

Raportad on 4-DEC-1995 at 15:38

2. CC.CB, control, 100 mg injected, <2.0 ng found, <0.02 ppm CGAa-215944
found
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FIGURE 7. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS
OF CUCUMBERS FOR CGA-215944 (Continued)

Ciba-Geigy Mutiichrom 2.0 (Q}

Anglysis Nama : [627-95] 26 6Z785BA5.1.
RAIMVD1595 000112  Recovery  Amourt : $.000

CGA-215944 "
53.0 Muttichrom
525 r
520
51.5 .
:
o~
951D é
E
350.5
= o
Eso0
£
48.5
1 [l L L L . 1 i
420 n 60 [:1v) 120 150 180 210 240
Time (mimses)
instunent  :P-E Method @ BZYUSBA
Channel Title : Clurvel #26 Calbeation : S27958A
timsiD : 153458 RAun Sequence : 6Z7958A
Acquired on 17-NCV-1995 st 19:50

Reported on 4-DEC-1995 M 15:36

3. ©C.02A, 0.02 ppm fortification, 100 mg injected, 2.36 ng CGA-215944
found, 0.024 ppm CGA-215944 found, 118% recovery

Ciba-Geigy Mutichrom 2.0 {Q)

Analysis Name : [627-95] 26 62T95BA8.1.
RIMVO1595 000112 Recovery  Amount: 1.000
CGA-215044 Mtichran

gL

515 |
i
510 o
3 3
‘E‘so.s (=}
=
2
2500
=
435
i Il 1 i ). A 1 A 1 1 2 L
420 30 &0 a0 120 150 180 21.0 40
Time {minutes)
instument  : P-E Method  : 62795BA
Chanvsl Title : Channel #26 Calyrxtion : 6ZT5BA
UmsiD ;153459 Fury Sequsnoe ; GZTESBA
Acguined on 17-NOV-1995 et 20:16

Reponed on 4-DEC-1995 & 1536

4. CC.02B, 0.02 ppm fortification, 100 mg injected, 2.43 ng CGA-215944
found, 0.024 ppm CGA-215944 found, 122% recovery
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FIGURE 7. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS
OF CUCUMBERS FOR CGA-215944 {Continued)
Giba-Geigy Muliichrom 2.0 {Q)
Anaiysis Name : {627-95) 26 6Z7RSBAR.1.
RIMVO1595 000112 Recovery  Amoumt : 1.000
gag CoAABY Multichrom
&_5 "
520 -
3
515 ~
g
510
€ s
2%
éso.o
©s b
490 ) ) ) 25 w0180 210 240
Time (mirutes)

UmsiD  : 153460
Acquired on 17-NOV-1995 at 21:08
Reported on 4-DEC-1995 &t 1536

5. CC.05A, 0.05 ppm fortification, 99 mg injected, 4.11 ng CGA-215944
found, 0.041 ppm CGA-215944 found, 83% recovery

Ciba-Geigy Muttichrom 2.0 {Q)

Anafysis Name : [627-85] 26 GZ7U5BA9, 1.
RIMVO1S05 000112 Recovery  Amourt : 1.000
CGA-215944 .

2
in
CGA-215044

L3

=

o
T

5
i

N

Intensity (mv)
8
&

o~
in

80

]
o

- L i 1 1 L
120 150 180 210 240

Tene {minuies)

30

6.

Instrument 1 P-E
Channel Titly : Channel #26
Lins ID : 153481

Acquired on 17-NOV-1005 st 21:34
Reportad on 4-DEC-1995 &t 1536

CC.05B, 0.05 ppm fortification, 101 mg injected, 4.66 ng CGA-215944

Method 1 62795BA
Calbration : 627858A
Fun Sequence - 62T95BA

found, 0.046 ppm CGA-215944 found, 53% recovery
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FIGURE 7. REPRESENTATIVE CHROMATOGRAMS FROMLTTﬁE.ANALYSIS
OF CUCUMBERS FOR CGA-215944 (Continued)

Ciba-Geigy Muttichrom 2.0 (Q)

Analysis Name : [627-95] 26 627858A.12,1.
RIMVO1595 000112 Racovery  Amount : 1.000
COA215944 Muttichrom

intensity (mV)
g
[}
> COA-215044

50.0
495
" i 'l L 1 L b A L
420 30 60 8.0 120 15.0 180 21.0 240
Tuna (mirites)

nstrument  * P-E Memod  :EZT9SBA

Charnal Tie : Channgl #26 Calilyrytion : 627958A

Umst> : 153452 fun Sequence : 627958BA

Acxined on 17-NOV-1995 st 22:52

Reported on 4-DEC-1995 15336

7. ¢CC.10B, 0.10 ppm fortification, 50 mg injected, 3.35 ng CGA-215944
found, 0.067 ppm CGA-215944 found, 67% recovery ‘

Ciba-Gelgy Muttichrom 2.0 (O}

Anolysis Name : {627-95] 26 C2TO58A 14,1,
RIMVOTSSS 000112 Recovery  Amount: 1.000
° CGA-215544 Muttichrom

510 |

Intenalty {mV)
8
4
> CBA-215944

495 [
‘_ Ll e 1 (] 1 A 1 H 1
20 34 5 50 120 50 80 210 240
Tirso (Mirtes)

Instrment  : P-E Method  : 527958A

Channel Tite : Channel 826 Calibration : 627558A

LmgiD : 153464 Run Sequence : 62795BA

Accuired on 17-NOV-1905 at 23:44 .

Reported on 4-DEC-1935 ot 15:38

8. CC.20A, 0.20 ppm fortification, 50 mg injected, 6.40 ng CGA-215944
found, 0.13 ppm CGA-2159%44 found, 64% recovery
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FIGURE 7. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS
OF CUCUMBERS FOR CGA-215944 (Continued)

" Ciba-Geigy Muichrom 2.0 (Q)

Anatysis Name : [627-95] 26 62795BA,15.1.
RAIMVO1595 000112  FRecovery  Amount : 1.000
CGA-215944 ' Muftichrom

COA-215944

51.0
s
3
§5CL5
é"’“
495
1 L " 1 1 ] L 1 - i
a0 30 &0 2.0 120 150 18.0 210 240
' Time (minutes)
wstrument 1 PE Mothod  : G2T95BA
Channel Title : Channel 826 Calibration amsaa
Lims 1D 153465 Run Sequencs : 627958A

Acquired on 12-NOV-1995 st 00:10
. Reported on &DEC-1995 ot 1536

9. CC.20B, 0.20 ppm fortification, 50 mg injected, 7.19 ng CGA-215944
found, 0.14 ppm CGA-215944 found, 71% recovery
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FIGURE 8. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS
OF CANTALOUPES FOR CGA-215944

Ciba-Geigy Multichrom 2.0 (Q)

Analysis Name : {627-95) 26 627958B.2.1.
RIMVO1S35 000111 Control  Amount: 1.000
CGA-215044 Multichrom

525 F

520

515 ¢+

n

=

(-]
T

Intensily (mV)
g B
o

(CGA-215944)

&

8

i
120 150 180 210 249
T (Minutes)

nstrumont  : P-E Method 6279588
Channel Title : Charnwl 826 Caibrusion : 6279588
LimsiD : 151686 Run Sequence : 62TESEE
nuiuunauxw4m5u1mm

Reportad on 4-DEC-1995 n1 15:42

1. CN.C, contreol, 100 mg injected, <2.0 ng found, <0.02 ppm CGA-215944
found

Ciba-Geigy Multichrom 2.0 (Q)

Analysis Name : (627-95] 26 62795BBA.1.
AMVO1595 000111  Rocovery  Amount : 1.000

- CGA1SeM ' Muichom
530
025}
524
515 g
AN
S_SLO 5
< 3
iso.s 3
S50 e D
48.5
1 [] L A i 1
480 3.0 60 [-1.] 12.0 15.0 180 2.0 240
Time (mireses)
instrument : P-E Method 6279588
Channel Tide ; Channet #26 Calibemtion : 6278588
Ums D 153558 Run Sequoncs : 6279588

Acquined on 20-NOV-1995 &1 20:15
Reported on 4-DEC-1995 af 15:42

2. CN.02A, 0.02 ppm fortification, 100 mg injected, 2.02 ng CGA-215344
found, 0.020 ppm CGA-215944 found, 100% recovery
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FIGUﬁE 8. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS
OF CANTALOUPES FOR CGA-215944 (Continued)

Ciba-Geigy Multichrom 2.0 (Q)

Analysis Name : {627-95] 26 6279588.5,1.
RIMVOISSS 000111  Racovery  Amourt ; 1.000
CGA-215544 Multichrom.

520

515 ¢

S0 F

Intenally {(mV)
g 2
D
p
> CGA-215044

495 +
L 1 L i L 1 L L L
d 30 &0 %0 26 150 20 Zi0 240
Tune (minutas)

nstromant  : P-E Method  : 6279588

Channal Tide : Channei #26 Calfoeation : 6279588

UmsiD : 153557 Fun Sequence : 62795B8

Acquired on 20-NOV-1995 &t 20:41

Raported on 4-DEC-1995 Kt 15:42

3. CN.02B, 0.02 ppm fortification, 101 mg injected, 2.46 ng CGA-215944
found, 0.024 ppm CGA-215944 found, 122% recovery

Clba-Geigy Multichrom 2.0 (Q)

Annlysis Name : {627-95] 26 8279588,7.1.
RIMVO1595 000111 Recovery  Amourt: 1.000

COA-215844 MuttiChrom
530 -
525 -
52,0
5t.5
51.0
%
%50.5
2500
£,
495
1 1 L 4 i A I‘ L A
430 30 0 50 120 50 180 210 70
Tuma (mirastes)
Instrument  : PE Mothod  : 6279588
Charnel Tite : Channel #28 Calibration : 6279588
umsiD 153558 Run Sequance : 6279588
Accuired on 20-NOV-1995 &t 21:33

Raported on 4-DEC-1995 at 15:42

4. CN.05A, 0.05 ppm fortification, 100 mg injected, 4.29 ng CGA-215944
found, 0.043 ppm CGA-215944 found, 86% recovery
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FIGURE 8. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS
OF CANTALOUPES FOR CGA-215944 (Continued)

Ciba-Geigy Muttichrom 2.0 (Q)

Analysis Name : [627-95) 26 6279588.8.1.
AMVO1595 000111  Recovery  Amount: 1.000

CGA-215544 .
520 Muttichrom
525
520 ¢
515 | é
510 o
3 &
5505 o
]
S 500
=
495
1 - -
480 30 &0 %0 120 5.0 60 210 740
Tima (minutes)
Instrument  : PE Method  : B2795BB
Channet Title : Channel #26 Caibration : B279588
UmsiD : 153559 flun Sequence : 627958
w-amaomv-wwuzusa

Reported on 4-DEC-1995 ot 15:42

5. CN.0O5B, 0.05 ppm fortification, 100 mg injected, 3.68 ng CGA-215944
found, 0.037 ppm CGA-215944 found, 74% recovery

Cloa-Geiry Muttichrom 2.0 (Q)

mm:[sz?-osizsmw.t.
RIMVO1585 000111  Recowery  Amount: 1.000

CGA-215944 Multichrom
530
525
520
ous | 3
P
510
<
3 8
=>=.50.5
500 I
5
£95 |
1 1 1 L L 1 1
420 30 60 90 120 150 18.0 210 240
‘Tuna (minutes)
nstumant  (PE Method  : 6278588
Channel Tige : Chermel 828 Calibretion : 6279588
UmsiD : 153560 Run Sequonce : B279588
Acquired on 20-NOV-1995 at 22:51

Reported on 4-DEC-1995 =t 15:42

6. CN.10A, 0.10 ppm fortification, 50 mg -injected, 3.65 ng CGA-215944
found, 0.073 ppm CGA-215944 found, 73% recovery
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FIGURE 8. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS
OF CANTALOUPES FOR CGA-215944 (Continued)

Ciba-Geigy Muttichrom 2.0 {Q)

Analysia Name : (627-85] 26 627958B,11.1.
RIMVO1S95 000111  Recovery  Amount : 1.000
CGA-215344 Muttichrom

515

510 |

Intensily (mV}
£ 8¢
? COA-215844

1 i i
490 20 0 20 20 5.0 80 710 240
Time (minutes)
Instrumert  :PE Mathod 6279588
Channel Title : Channel 126 Calbration : G2705B88
lmsID : 153561 Aun Sequancs : 6279588
Actpired on 20-NOV-1995 &t 23:17

Reported on 4-DEC-1995 at 15:42

7. CN.10B, 0.10 ppm fortification, 50 mg injected, 3.97 ng CGA-215944
found, 0.080 ppm CGA-215944 found, 80% recovery

Ciba-Geigy Mutichrom 2.0 (Q)

Aralysis Name : (527-05] 26 6279568.13.1.
RIMVO1595 000117  Recovery  Amount : 1.000

| CGA215944
510 Mcftichrom
s2s |
s20 b 3
8
515 o
s1o b é
o5
£
S 508
=
és&o
45
490 30 0 T3 20 ) 180 210 240
Time (mimuzes)
Wstrunant : P-E Method ;6279588
Channel Tie ; Channel #26 Casbration : G279SEE
UmsiD : 153562 Run Sequence : 6279588
Acauired on 21-NOV-1505 ot 00:08

Reported on 4-DEC-1995 at 15:42

8. CN.20A, 0.20 ppm fortification, 50 mg injected, 7.26 ng CGA-215944
found, 0.15 ppm CGA-215944 found, 73% recovery ,
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FIGURE 8. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS
OF CANTALOUPES FOR CGA-215944 (Continued)

Ciba-Gaigy Multichrom 2.0 (Q}

Analysis Nama : [627-95) 26 6279588.14.1.
REAGENT BLANK Blank Amount : 1.000

CGA-215944 : "
530 Muttichrom
55
520 -
I
515 e
o
<
51.0 bod
j3)
E <]
gm.s
500 F e e
= .
485 |
q L J 1 " L 1 L 1
49 30 8.0 9.0 120 150 180 210 24.0
' Time (minutes)
nstrunent 1 P-E Method 6279568
Channel Tithe : Channel #26 Calibrtion : 6279588
UmsiD : 1 Aun Saquencs ; 6279568
Acquired on 21-NOV-1995 at 00:35

- Reparied on 4-DEC-1965 ot 15:42

9. CN.RB, reagent blank, 100 mg injected, <2.0 ng found, <0.02 ppm
CGA-215944 found
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REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSTIS

OF TOMATOES FOR CGA-215944

Ciba-Geigy Multichrom 2.0 (O}

Analysis Name ; [627-95] 26 627358F2.1.
RIMVO1595 000105 Contrl  Amourtt : 1.000

CGA-215944 Muttichrom
3
o

1 L " 1 i 1 L L L
4.0 BO 120 160 200 24.0 220 aza
Time (minies)

instrument  : P-E Mothod  : 62795B8F

Channel Tite : Charnel #26 Cabkbeation :.827958!’

ums 1D 151680 Raun Sequence : 627958F

Acquirod on 28-NOV-1995 1 23:39

Reported on 4-DEC-1965 at 15:44

1. TM.CA, control, 101 mg injected, <2.0 ng found, <0.02 ppm CGA-215944
— found

tntenalty {mV)
2 E B

&
o

Ciba-Geigy Multichrom 2.0 {(Q}

Analysia Name : [627-05] 26 62795BF A.1.
AIMVOTSSS 000105 Control  Amount : 1.000

COA-215044 Mugtichrom
3 5
2
&
g
] 1 L L -l L
120 16.0 200 240 20.0 320
Time {mirwtes)
Instrument : P-E Method  : G2TS5BF
Channel Tithe : Channal #28 Calibration ; 62795BF
Umas D 151680 Run Sequence : EZTOSEF

Acquired on 29-NOV-1995 at 00:13
Roponsd on 4-DEC-1995 a1 15:44

2. 'TM.CB, control, 99 mg injected, <2.0 ng found, <0.02 ppm CGA-215944

found
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FIGURE 9. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS
OF TOMATOES FOR CGA-215944 {Continued)

Ciba-Gaigy Multichrom 2.0 {Q)

Analysis Narme : [627-95] 26 827958F 5.1.
RIMVO1S95 000105 Recovery  Amount: 1.000

CGA-215944
530 Multichrom
525 |
s20 F
515
f i
9519 &
< %
=05 5]
gam D
E
495 F
" 1 1 1 L 1 L L L
430 ey 9 1726 160 20 540 280 B6
Tuma (minutes)
wstrument 1 P-E Mothod B27T958F
Channel Tite : Channel 326 Caiibration ; 6279587
ks 153873 fiun Sequenos ; 62795BF

Acquired on 23-NOV-1905 &t 0121
Reported on 4-DEC-1995 el 15:44

3. TM.02a, 0.02 ppm fortification, 99 mg injected, 2.30 ng CGA-215944
found, 0.023 ppm CGA-215944 found, 1ll6% recovery

Ciba-Geigy Muttictwom 2.0 {Q)

Analysis Name : [627-95) 26 627950F 4.1
RIMVO1595 000105  Recovery Amourd : 1.000

CGA-215944
530 Mutichromn
525 F
520
515 +
51.0 %
z S
2_50.5 . g
a0
E! Fa¥
495
‘ x 2 L i i I L | N
90 40 280 0

Actuined on 25-NOV-1895 =t 01:55
Reported on 4-DEC-1995 M 15:44

4. TM.02B, 0.02 ppm fortification, 100 mg injected, 2.29 ng CGA-215844
found, 0.023 ppm CGA-215944 found, 114% recovery : .
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----- FIGURE 9. - REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS
OF TOMATOES FOR CGA-215944 (Continued)

Ciba-Geigy Muttichrom 2.0 (Q)

Analysis Name : [627-95] 26 6ZT95BF 8.1
RIMVD1595 000105 Pecovery  Amaunt: 1.000 ]
CGA-215944 Multichrom

530
5235 F
520

515 F

n

by

-]
T

COA-215944

Inionsity {mV)
2

£t
i

490 —- a0 a0 120 16 200 240 780 =20
Tirne {mincres)
fstumert (PE Method V:M
Channel Tite : Channal £26 Celbration : 62T958F
Urs D @ 153875 ‘ Pun Sequence : GZ7T958F
Accuired on 29-NOV-1995 st 03:03 .

Reported on 4-DEC-1965 m 15:44

5. TM.05A, 0.05 ppm fortification, 100 mg injected, 4.41 ng CGA~-215944
— found, 0.044 ppm CGA-215944 found, 88% recovery

Cha-Goigy Muttichrem 2.0 (Q})

Analysiy Name : (627-05] 26 62795DF 9.1.
RIMVO1SIS 000105  Recowery  Amount: 1.000

CGA-215044 Multicheom
530
525 |
20 |
3
515 b o
3
510 ¢
s
E
=505
gmn
E
4498
‘90 - 1 L 1 1 1 L L - L
’ 40 80 120 16.0 200 24.0 280 320
Time (mirxaes)
ratument PE Mathod  : G2TESEF
Channel Tide : Channel #26 Calibration : 6Z7058F
Lims ID 153876 Pun Sequence ; 627958F
Actired on 25-NOV-1295 ot 03:37

Reported on 4-DEC-1995 M 15:44

6. TM.0SB, 0.05 ppm fortification, 100 mg injected, 4.32 ng CGA-215944
found, 0.043 ppm CGA-215944 found, BEé% recovery
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FIGURE 9. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS
OF TOMATOES FOR CGA-215944 (Continued)

Ciba-Gaigy Muttichrom 2.0 (G}

Analysis Nama : [627-25) 26 62TB5BF, 11,1,
RIMVO15395 000105 Recovery  Amount : 1.000

CGA-215944 .
530 -—
825
520 ¢
-
515 ¢ a
o
510
s 8
=505
i -
=1
495
490 —d 1 al L i A, A 1
) 40 80 120 160 200 240 28.0 20
Tene (minutes)
instrument  : P-E Method @ 62TGS5BF
Channel Tie : Channel #26 Cadibration : S27958F.
Lims D : 153877 Run Sequence : E279568F
Acquired on 22-NOV-1995 et 04:45

Reported on 4-DEC-1995 at 15:44

7. TM.10A, 0.10 ppm fortification, 50 mg injected, 3.99 ng CGA-215944
found, 0.080 ppm CGA-215944 found, 80% recovery

Clba-Geigy Muttichrom 2.0 (Q)

Analysis Name : [627-05) 26 62T95BF 12.1.
RIMVOIS9S 0001065 Foecovery  Amound: 1.000

CGA-215944 Muitichrom
530
525 |
520 §
515 c:n
v
- o
951.0 <
E 8
%.50-5 F j\
Es00 |
£ .
495
‘90 i 1 1 il i L 1
) 40 80 120 16.0 200 240 280 2.0
Time (minutes)
fstrument  : P-E Method  ; G2TOSBF
Channel Tide : Channal #26 Calibration : GZTe58F
UmsiD : 153878 Fun Sequence : 827958F
Accusirod on 29-NOV-1995 at 05:19

Reporiad on 4-DEC-1005 at 15:44

8. TM.10B, 0.10 ppm fortification, 50 mg injected, 4.02 ng CGA-215944
found, 0.080 ppm CGA-215944 found, 80% recovery
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FIGURE 9. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS
OF TOMATOES FOR CGA-215944 (Continued)

Ciba-Gaigy Muttichrom 2.0 (Q)

Anatysis Name ; [627-95] 26 627958F 14,1,
RIMVO1535 000105 Recovery  Amount : 1.000

CGA-215544 Muttichrom
53.0
525 b
520 | 3
a
515 | Y
o
S10 ¢ 8
s
‘5'50.5
-y
éam -
a9s |
490 i i " ' i
200 2.0

T T3

fratument < P-E
Channel Tithe : Channel #26
Lm0 153878
Acquired on 25-NOV-1935 ot 0627
-Reponed on 4-DEC-1995 st 15:44

9. TM.20A, 0.20 ppm fortification, 50 mg injected, 7.21 ng CGA-215%44
found, 0.14 ppm CGA-215944 found, 72% recovery

Ciba-Geigy Muttichrom 2.0 {Q)

Anatysis Name : [627-95) 26 6279SBF.15,1.
AIMVO1595 000105 Recovery  Amount : 1.000 .
CGA-215944 WMutichrom

Intamstty (mV)
8
L]
=== coa215944

500
435 ’
i L 5 ! L L A

40 8.0 120 160 200 20 200 20
Time (minutes)
Instrument  : P-E Method  :62795BF
Channel Tide : Channel #£26 Calibeation : G27T958F
UmsiD : 153880 Fun Sequence : 62TISEF
Acquined on 20-NOV-1995 at 07.01

Repored on 4-DEC-1995 ot 15:44

10. TM.20B, 0.20 ppm fortification, 50 mg injected, 7.48 ng CGA-215944
found, 0.15 ppm CGA-215944 found, 74% recovery
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FIGURE 10. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS
OF TOMATO WET POMACE FOR CGA-215944

Ciba-Geigy Multichrom 2.0 (Q)

Analysis Name ; [627-95] 26 627958E.2.1,
RIMV01585 000106 Contel  Amount : 1.000
CGA-215944 Matichrom

o
-
(-]

intenslty (mV)

tp et

nstumont  :P-E Method  : 627T95BE
Channei Te : Channal #28 Calibretion : 627958€
LmsiD : 151681 Run Saquence : 627956E

Acguied on Z7-NOV-1895 t 1621
Raeported on 4-DEC-199% at 15:49

1. TW.CA, contrel, 99 mg injected, <2.0 ng found, <0.02 ppm CGA-215344
found

Ciba-Gaigy Mettichrom 2.0 (Q)

Anatysis Name - [627-35] 26 S270SBE.3,1.
RIMVO1SES 000106  Recovery  Amount : 1.000
COA-Z1S04 Muttichrom

510 F

Intansity (mV)

B
[=]

-
o
in

L A " 1 ' 1 L i " 'l

]
o

120 160 200 240 280 20
Tune (mirndes)
Instrumet  : P-E Method  : 62795BE
Channel Tide : Channel #24 Calibration : 627258
LmsiD 153834 Run Saquence : 627958E

Acquined on Z7T-NOV-1995 &t 16:55
Reported on 4-DEC-1995 &t 15:47

2. TW.02A, 0.02 ppm fortification, 99 mg injected, 2.24 ng CGA-215944
found, 0.023 ppm CGA-215944 found, 113% recovery
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FIGURE 10. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS

3.

4.

OF TOMATO WET POMACE FOR CGA-215944 (Continued)

Ciba-Geigy Muttichrom 2.0 (Q)

Analyzis Name : [627-05] 26 627958E.5.1,
AIMV01595 000108 Recovery  Amount ; 1.000

CGA-Z15944 .
530 Muttichrom
525 -
20}
518
F 3
510 wr
%‘ &
Zsos b 3
= (&)
éwo LN
a5}
‘90 A ' A 1 R 1 1 " A L PR " L [l
- 40 2.0 12.0 16.0 200 260 280 =0
' Time {minutes)
Instnznent  : P-E Mathod  : 62795BE
Channel Tie : Channot £26 Caibration : €2795BE
UmsiD ;153835 - Run Sequancs : 627958

Acqind on 27-NOV-1995 & 18:03
Reported on 4-DEC-1985 a1 1547

TW.028B, 0.02 ppm fortification, 99 mg injected, 2.06 ng CGA-215944
found, 0.021 ppm CGA-215944 found, 103% recovery

Ciba-Geigy Muttichrom 2.0 {Q)

Arniysis Name : [627-95) 26 G2T95BE S, 1.
RIMVO1595 000106 Recowwy  Amount : 1.000
o CGA-215944 Mutichvom

25 r

515 |

E4
&
[ con215044

Intenaity {mV)
‘s B
n

s &8
n .o
J

-
o
o

) " "
4.0 80 120 16.0 200 40 200 320

Tirmne {mirmztas)}
instument : P-E Method ;627958
Channel TRie : Channel #26 Calibeation : 627858E
Ums D 153838 Run Sequence : 627958E

Acquined on 27-NOV-1095 ot 18237
Pepored on 4-DEC-1995 of 1547

TW.0SA, 0.05 ppm fortification, 100 mg injected, 4.32 ng CGA-215944
found, 0.043 ppm CGAf215944 found, 87% recovery
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FIGURE 10. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS

5.

6.

OF TOMATO WET POMACE FOR CGA-215944 (Continued)

Cibg-Gaigy Muttichrom 2.0 (Q)
Analysis Name : [627-55] 26 6G2795BE B.1.
RUIMVO1595 000105  Recovery  Amount : 1.000 .
o CoM2ISM Multichnorm

25

820

515 |

$1.0 p

{
2
[7.]
[~ caa2iso44

20 180 0 240 280 =0

stument : PE Mathod  : 62T956E

Channal Tite : Channel #26 Calbration : 627958E
LumsiD : 153837 Run Sequence ; 6ZT9SBE
Acguired on 27-NOV-1995 at 19:46

Reported on 4-DEC-1095 o 15:47

™ .0SB, 0.05 ppm fortification, 99 mg injected, 4.23 ng CGA-215944
found, 0.043 ppm CGA-215944 found, 85% recovery

Ciba-Geigy Multichrom 2.0 ()

Analysis Nama : [627-95] 26 62785BE.9.1.
RIMVQ1595 000106 FRecovery  Amount : 1.000
CGA-215944 Muttichrom

8

8
v

8
o

o
in
T

Intenalty (mV}
. @
8 & 3
> caaz1s0m

&
t
J

49.0

Time {minutas)
instrument : P-E Method  : 62795BE
Channel Tite : Channel #26 ' Cadibration : 627958E
UmsiD 153838 Run Sequence : 627T958E

Acquired on 27-NOV- 1995 =t 2020
Reported on 4-DEC-1995 at 15:47

TW.10A4, 0.10 ppm fortification, 50 mg injected, 3.93 ng CGA-215944
found, 0.079 ppm CGA-215944 found, 79% recovery
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FIGURE 10. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS
OF TOMATO WET POMACE FOR CGA-215944 (Continued)

N

Ciba-Geigy Multichrom 2.0 (Q)

Anﬂys;sNam:[&?-SS]mEZTQSBE.H.I.
RIMVO1595 000106 Recovery  Amourt : 1.000

CGA-215944 Multichrom
53.0
s25 |
520 |
51.5 3
o
°
S0 )
3 3
Ssos b g
2
fu0 JAN
495 | J
L P 1 1 " i [] L i P
0 ) 80 120 60 200 240 280 20
’ Time (minutes)
strument  : PE Mothod  : G2T9SBE
Channal Tite : Channel #26 Casbration : 627058E
Lma® ;153839 Aun Sequence : E2T958E
Acguired on 27-NOV-3995 at 21:28

Raported on 4-DEC-1095 at 15:47

7. TW.10B, 0.10 ppm fortification, 50 mg injected, 3.88 ng CGA-215944
found, 0.077 ppm CGA-215944 found, 77% recovery

Ciba-Geigy Muttichrom 2.0 {Q)

Anaiysis Name : [627-95] 26 627958E.12.1.
RIMVO1585 000106 FRecovery Amount:1.000 -
o CGA-215944 Mattichrom

820

515

519

ll_\tuns:ly {mv)
g &
[ coa215044

g

&
o

Acquiced on 27-NOV-1995 g1 22:02
Raported on 4-DEC-1995 at 1547

7. TW.20A, 0.20 ppm fortification, 50 mg injected, 6.79 ng CGA-215944
found, 0.14 ppm CGA-215944 found, 68B% recovery
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FIGURE 11. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS

1.

2.

Intansity {mV)

OF TOMATO DRY POMACE FOR CGA-215944

Giba-Geigy Muttchrom 2.0 (Q)

Anatysis Name : {627-95) 26 6279581.2.1.
RIMVO1595 000107 Cortrol  Amount: 1.000

« CGA-215944
530 Multichrom
s25 b
5240 §
NS o
o
510 | é
3 33
ESJ.S -
S s00 -
£
o5} //
A i } - A " - il P | A L
430 50 10.0 150 20 250 0.0 350
’ Ture (mimstos)
instunent  : P-E Method D 6279581
Channel Tite : Channel #26 Calibration : 6279581
UmsiD 151682 Run Saquence ; 6276581

Acquined on 5-0EC-1995 M 16:43
- Reported on 6-DEC-199%5 ot 09:43

TD.CA, control, 50 mg injected, <1.0 ng found, <0.02 ppm CGA-215944
found '

Ciba-Geigy Mutichrom 2.0 (Q)

Analysis Name : [627-05) 26 627958:.3.1.
RATMVCI595 000107 Recovery  Amount: 1.000

COA-215344 Mutichrom
530
s2s f .
520 F .
515}
-
510 | a
&
505 | o é
50.0 - S
wst fiffﬂg—
11 I} I 1 L . 1 1
4.0 50 100 150 200 0 30.0 350
Tirws {minutes)
irstrument  : P-E Mathod 627958!
Channel TXe : Channel #26 Calibration : 8279581
UmsiD ;153095 Run Sequencs : 8279581

Acquired on S-DEC-1095 st 1724
Reported on 6-DEC-1895 &£ 09:43

TD.02A, 0.02 ppm fortification, 50 mg injected, 0.98 ng CGA-215944
found, 0.019 ppm CGA-215944 found, 97% recovery
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FIGURE 11. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS
OF TOMATO DRY POMACE FOR CGA-215944 {Continued)

Ciba-Geigy Muttichrom 2.0 (Q}

Antlysis Name : [627-95) 26 6279581,5,1.
RIMVD1595 000107 Recovery  Amount: 1.000

CGA-215044 ;
510 Mtichrom
s25
520 F
l L
51.5 3
1 %
smn- by
05 | §
gwn = —
E
s |
e i 1 1 5 A I3 L Il L 4
490 T 00 50 200 20 300 %0
Tima (mirutes)
nstrumert  : P-E Method  © 6279581
Channel Title : Channel #26 Calibration : 6279581,
UmsiD 153996 Pun Sequence : 62795E!

Actuired on S-DEC-1995 a2 16:48
Reporied on 6-DEC-1995 & 09:43

3. TD.02B, 0.02 ppm fortification, 51 mg injected, 0.99 ng CGA-215944
found, 0.020 ppm CGA-215944 found, 98% recovery

Ca-Geigy Muttichrom 2.0 ()

Analysis Narne : {62795 26 627958L6.1.
RIMVO1595 000107 Recovery  Amourt : 1.000

CGA-215944 Multichrom
53.0
25 F
520 r
518 |
510t g
s b
505 F 3
g o
5500 Fa¥
&
495
i i ada bl L L 1 L 1
490 50 10.0 150 200 250 300 350
Time (mirutes)
nstrument  : PE Mathod 279581
Charmnal Tie : Channel #26 Callveation : 6279581
uma D $53997 Aun Soquence : 6279581

Accired on S-DEC-1995 st 1927
Reported on &-DEC-1995 11 09:43

4. TD.OSA, 0.05 ppm fortification, 50 mg injected, 1.73 ng CGA-215944
found, 0.035 ppm CGA-215%44 found, 70% recovery
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FIGURE 11. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS

5.

6.

OF TOMATO DRY POMACE FOR CGA-215544 {(Continued)

Ciba-Geigy.Muttichom 2.0 (Q)

Anglysis Name : (627-95] 26 627958141
RIMVO1595 000107 Rectowery  Amount: 1.000

CGA-215544 "
530 Muttichrom
525 F
520 b
515 1
510 b g
Z%s b : 8
S50 AN
£ F— “1
ol | [’_/&_—'/
@0 — 55100 56 Re %0 £ T T
) Time {minutes)
instianant P-E Method 6279581
Channel Tits : Channel 26 Calbration : 6279581,
LmsiD : 153988 Run Sequence : 6279581
Accpived on SDEC-1995 & 20:49
Reponed on 6-DEC-1995 ol 09:43
TD.0SB, 0.05 ppm fortification, 50 mg injected, 2.09 ng CGA-215944
found, 0.042 ppm CGA-215944 found, 84% recovery
Ciba-Geigy Muttichrorn 2.0 (Q)
Analysis Name : (G27-Q5] 26 6Z795B1.9.1.
RIMVD1595 000107 Recovery  Amount : 1.000
CGA-ZISH4 ;
530 Muttichrom
s25 t
s20 |
515 F 3
510 s
9 &
€ s 3
Py
gwn o A
&
490 &= BT 50 %0 76 %0 6
Time {mintes)
instrument : P-E Method  : 6279581
Channel Tide : Charmet #26 Caioration ; 6270580
Ums D @ 153099 Fun Sequancs : 279561

Acquived on 5-OEC-1995 ut 21:30
Reported on 6-DEC-1995 at 09:43

TD.10A, 0.10 ppm fortification, 50 mg injected, 3.99 ng CGA-215944
found, 0.081 ppm CGA-215944 found, Bl% recovery



Intensity (mV)

495

490

7.

530

520

515

51.0

+

FIGURE 11.

AG-643
Page 58 of 74

REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS
OF TOMATO DRY POMACE FOR CGA-215944 (Continued)

Ciba-Geigy Muttichrom 2.0 (Q)
Nﬂyﬂm:{&?&ﬂzsm.ﬂ.t
RIMVO1595 000107 Recovery  Amount : 1000

CGA-215944 Mesttichrom

k 3
2
&
<
Q
[ %]

’ Il i bl il ] anl. I 1 1
50 10.0 15.0 200 250 300 35.0
Tune (minutes)

Method 1 627958
Caltoration : 6279500
Run Saquence : 6279581
Acquired on 5-DEC-1995 at 22:52

Reponed on 6-DEC-1935 M 09:43

TD.10B, 0.10 ppm fortification, 50 mg injected, 3.98 ng CGA-215944
found, 0.079 ppm CGA-215944 found, 79% recovery

Ciba-Geigy Muttichrom 2.0 (Q)

Analysis Name : [627-85] 26 6279581 12.1.
RIMVO1595 000107 Recovery  Amount : 1.000

CGA-215944 Muttichrom
L
p- 4
+ a8
&
8
P | —y \ 1 1 j 1 'l L 1
50 10.0 15.0 200 25.0 0.0 35.0
Tune (minutes)

Channel Tiie : Channel #26
Ume D 154001

Accuired on 5-DEC-1995 ot 23233
Reported on 6-DEC-1995 at 09:43

8. TD.20A, 0.20 ppm fortification, 50 mg injected, 6.72 ng CGA-215944
found, 0.13 ppm CGA-215944 found, 67% recovery ’
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FIGURE 12. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS
OF PEPPERS FOR CGA-215944

Ciba-Geigy Mulichrom 2.0 {Q)

Analysis Name : [627-95] 26 627958H.2.1.
AMVOISES 000108 Contol  Amount: 1.000
COA-215944 Mutiichrom

Intengtty (mv)
EEE s
[ (CQA-215944)

a0 54 06 50 %0 =0 %6 0
Time (rimuies)
instument 1 P-E Method 27958
UmsiD : 151683 Run Sequenca : 627858H

Acquired on 4-DEC-1095 & 15:39
Reportad on 6-DEC-1995 ot 10:38

1. PP.CA, control, 100 mg injected, <2.0 ng found, <0.02 ppm CGA-215944
found

Ciba-Geigy Mutichrom 2.0 (Q)

Analysis Nema : [627-95) 26 627958HA 1.
RIMVO1595 000108 Recovery  Amount: 1.000

CGA-Z15044 Mutticheom

25r

520

55
o | 3
E &
Teas | 3
E o
-.350.0 3 Pal

ws b '_“ (_,_/—’

“-o PG S | L 1 1 1 L el

50 100 150 20.0 250 10 350
Time {ménutes)
tnstrument  : P-E Method  :62795B8H
Channel Title : Channet #26 : Cafibration : 627958H
Lma(D 153957 Run Sequence : 82T958H

Acguired on 4-DEC-1995 at 16220
Reportect on 6-DEC-1965 at 1036

2. PP.03A, 0.02 ppm fortification, 99 mg injected, 1.29 ng CGA-215944
found, 0.013 ppm CGA-215944 found, 65% recovery
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REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS

OF PEPPERS FOR CGA-215944 (Continued)
anaqwumumﬁznm)

Analysis Name ; (627-95] 26 627950H,5.1.

RIMVD1585 000108  Recovery  Amount ; 1.000

CGA-215944 : Muttichrom
3
I

r N

%0 100 %o

instrument  : P-E
Charnel Tite : Channal £26
UmsiD ;153958
Accpired on 4-DEC-1995 st 17:42
_Reponedt on 6-DEC-1995 at 1036

PP.02B, 0.02 ppm fortification, 99 mg injected,
found, 0.013 ppm CGA-215944 found, 65% recovery

$1.0 |

Intenally (mV)
w8
o tn

B
in

s
o

Ciba-Gelgy Multichrom 2.0 {Q)

Anaiysis Nama : [527-95] 26 627958H.6.1.

REMVO1SG5 000106 Recovery  Amowt : 1.000

CGA-215044 .

1.28 ng CGA-215944

> can21594

Channei Tige : Channel 526
Lms D 153959
Acruired on £-DEC-1995 o 1823
Reported on 6-DEC-1995 o 10236

PP.0SA, 0.05 ppm fortification, 99 mg injected,
found, 0.039 ppm CGA-215944 found, 78% recovery

3.86 ng CGA-215%944
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FIGURE 12. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS
OF PEPPERS FOR CGA-215944 {Continued)

Ciba-Geigy Multichrom 2.0 (Q)

Anatysis Name ; [627-551 26 6279SBH.. 1,
RIMVO1595 000108 Recovery  Amount: 1.000
CGA-215944 Mutichrom

53.0
525 |

20 b

“

-

tn
T

> caa215944

Intansity {mV)
g 8 2
(=] L8 (=]

8
n

&
°

nstrument  : P-E
Chanrwl Tie : Chennel #26
Lms D 153960
Aoquired on 4-DEC-1995 &1 19:45
Reported on 6-DEC-1995 &1 1036

5. pp.0SB, 0.05 ppm fortification, 100 mg injected, 3.52 ng CGA-215944
found, 0.035 ppm CGA-215944 found, 71% recovery

Ciba-Geigy Muttichrom 2.0 (0}

Anelysis Name : [627-35) 25 62T9SBH.9.1.
RIMVOISSS 000108 Recovery  Amount : 1.000

CGA-215044 Mltichiom
53.0 e
525 ¢ :
520 | ’
515 | g
51.0 5
gStll..") g
g AN
35).0 1
E - "‘1
= f/—’
L PR L 1 o | o 1 -
490 50 10.0 15.0 200 250 0.0 350
Tirrva {mirutes)
instrumant [ P-E Method  : G27T95BH
Channel Tite : Channal #26 Calibration ; E27958H
umsiD : 153961 Pun Sequence : 6279584

Aoquired on 4-DEC-1895 &1 20:26
Repontad on &-DEC-1995 st 1036

6. PP.10A, 0.10 ppm fortification, 50 mg injected, 3.17 ng CGA-215544
found, 0.063 ppm CGA~215944 found, 63% recovery
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FIGURﬁ 12. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS
OF PEPPERS FOR CGA-215944 (Continued}

Ciba-Gaigy Multichrom 2.0 (Q)

Analysis Nae : {827-85] 26 62T95BH.11,1,
RIMVO1595 000108 Racovery  Amount : 1.000

CGA-215944 Muttichwom
53.0
825
520
b4
M5 2
o
510 F
s g
%50.5 - ___J\
£ 500
£
485
" L e I 1 1 A, L i
480 50 100 150 200 2.0 0.0 aso
Time (minutes)
matument  : P-E Mathod 627958H
Ums 0 : 153962 Run Sequenca : 627T958H

Acquired on 4-DEC-1995 st 21:48
Puporwd on 6-DEC- 1995 ot 10:36

7. PP.10B, 0.10 ppm fortification, 50 mg injected, 3.36 ng CGA-2153944
found, 0.067 ppm CGA-215944 found, 67% recovery

Ciba-Geigy Muttichrom 2.0 {Q)

Analyzis Name : [627-95] 26 6279581,12.1.
RIMV01595 000108 Recovery  Amount : 1.000

CGA-215544 Muttichrom
510
525 F :
s20 F 3
o
Yy
515 + .&
S,51.0 - é
E
550'5 -
gso.o
£
435 |
1 1 a A 1, 1 [ 1
420 50 10.0 15.0 200 250 300 350
Time (minutes)
strument : P-E Mathod  : G279SBH
Channel Tite : Chunnel #26 Calitation : 627958H
UmsIiD : 153963 Run Saquence : G2TE58H

Acgeired on 4-DEC-3995 ot 22229
Reported on 6-DEC-1995 a1 1036

8. PP.20A, 0.20 ppm fortification, 50 mg injected, 7.33 ng CGA-215944
found, 0.15 ppm CGA-215944 found, 74% recovery
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FIGURE 13. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS
OF GREEN TOBACCO FOR CGA-215944

Ciba-Goigy Multichrom 2.0 ()

Ansiysis Name : [627-65) 26 627958L2.1.
AIMVO1585 000109 Control  Amourt ; 1.000

CGA-215544 Muttichronm
530
525
820 F
1S+ :
s10 } 3
3 %
%su.s é
500
E
495
L 1 'l al 1 P il " L
«o 50 10.0 150 2.0 250 300 aso
Time (mimstes)
nstument  : P-E Mgthod G2T958L
Charnsl Title : Channel 826 Calibralion : 5779581
UmstD : 151684 Aun Sequance : 627958
Accpiced on 13-0EC-1995 a1 13:12
Raported on 15-DEC-1995 &1 0908

1. TG.CA, control, 100 mg injected, <2.0 ng found (0.95 ng), <0.02 ppm
CGA-215944 found (0.010 ppm}

Ciba-Geigy Multichroen 2,0 (Q)

Analysis Name : (827-05] 26 6278581.3,1.
AMVO1595 000108 Recovery  Amourt : 1.000

o oMM Mulichrom
528
520t
15 3
2
510 F =~
> L
£s00 A - /\
k=
495 F ‘
1 Pa— ] PR T | L [l . 1
490 50 100 150 200 250 0.0 350
Time {mimtes)
swumen  : P-E Method - 62795BL
Channet Tide : Channel #26 Calibration : 627958L
UmsiD 1 154841 Fun Sacuance : 6279581
Acquired on 13-DEC-1908 &1 13:53

Reportad on 15-DEC-1995 & 08:32

2. TG.02A, 0.02 ppm fortification, 100 mg injected, 2.57 ng CGA-215944
found, 0.026 ppm CGA-215944 found, Bl% recovery
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FIGURE 13. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS
OF GREEN TOBACCO.FOR CGA-215944 (Continued)

Ciba-Geigy Muttichrom 2.0 {Q}
Anﬂvsistn:{sZT—SS‘l'&M&t.
RIMV01555 000109 Facovery Amount:1.000

CGA-215544 S Muttichrom:
53.0
625
52.0
3
o
515 w
o
510 ¢ g
(%]
z
550.5
5500
£
495
490

nstument (P-E Methad  : 6ZTISEL
Channal Tide : Chennal #26 Calibration : 627958L
LmsiD : 154642 Run Sequance : 6279580
Acquined on 13-DEC-1995 &t 14:34

Reponiad on 15-DEC-1995 at 08:32

3., TG.02B, 0.02 ppm fortification, 100 mg injected, 2.63 ng CGA-215944
found, 0.026 ppm CGA-215944 found, 84% recovery

Ciba-Geigy Multichrom 2.0 (Q)

Analysis Name : [627-95] 26 627958L.5.1.
RIMVO1595 000103 Recowery  Amount: 1.000
CGA-215944

B

g

@2
in

51.0
s
550.5
H
2500
=
495
450
Time (minutes)
Instrument  : PE Method B827958L
Channel Tite : Channal #26 . Cafibration : 6279581
UmsiD  : 154543 Run Sequence : 627958L
Acquired on 13-DEC-1995 ot 15:15
Reported on 15-DEC-1995 at 08:32

4. TG.05A, 0.05 ppm fortification, 100 mg injected, 5.23 ng CGA-215944
found, 0.052 ppm CGA-215944 found, 85% recovery
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FIGURE 13. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS
OF GREEN TOBACCO FOR CGA-215944 (Continued)

Ciba-Geigy Multichrom 2.0 {Q)

Anatysis Name : [627-85] 26 627958L.7,1.
RAIMVO1505 000109 Recovery  Amount : 1.000

CGA-215944
520 Multichrom
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£
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2500
=
> ,W
L Y P i L L 1 L ki,
490 54 100 150 200 250 00 350
Time {mimzes)
Instrument < P-E Mothod  :GXT3SEL
Charvwl Tios : Channel 826 Calbration : 627958L
Lms D 154584 Run Sequoncs : 627958L
Acquired on 13-DEC-1995 at 16:37
fepartad on 15-DEC-1995 a1 0832

5. TG.05B, 0.05 ppm fortification, 100 mg injected, 4.19% ng CGA-215944
found, 0.042 ppm CGA-215944 found, 65% recovery

Ciba-Geigy Multichrom 2.0 (Q)

Analysis Name : [627-95) 26 62T95BLE.1.
AMVOTSSS 000109 Raecovery  Amount: $.000

COARI5544 .
510 r Multichrom

520 >

515 ¢

@
o
CGA-215944

inlanalty (mV)

£ E

-~
bl
u

-
o
o

Ums D 154645 Run Sequenca : 6279581
Actuired on 13-DEC-1995 a2 17:18
Reported on 15-DEC-1995 at 08:32

6. TG.10A, 0.10 ppm fortification, S0 mg injected, 4.14 ng CGA~215944
found, 0.083 ppm CGA-215%44 found, 73% recovery
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FIGURE 13. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS
OF GREEN TOBACCO FOR CGA-215944 {Continued)

Ciba-Geigy Muttichrom 2.0 (C)

Analysis Narme : [627-55] 26 62795BL.92.1.
AIMVOISSS 000109 Rocovery  Amount: 1.000

CGA-Z1544 Mutichrom
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85 F
s20 | 3
8
1K Y
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E
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ESO.O
495 F
1 1 H 1 L A i e 1
90 55 0.0 5o 200 =0 3.0 50
‘ Time (minas)
strument  PE Method 1 6279581
Chennal Tile ; Channal #26 Calpration ; 6279581
Lm0 : 154648 Fun Sequence 6279561
Acquired on $3-DEC-1095 & 17:59
Reponed on 15-DEC-1995 ot 08:32

7. TG.10B, 0.10 ppm fortification, 50 mg injected, 4.33 ng CGA-215944
found, 0.087 ppm CGA-215944 found, 77% recovery

Cioa-Geigy Muttichrom 2.0 (Q)

Analysis Name : [627-05) 26 627958 10,1,
AMVOISSS 000109 Recovery  Amourt: 1.000
CGA-215944 Muhichrom

B
(-]
215944

515 p
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g 8 ¢
o b o
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[
tn

430 50 0.0 %o 200 50 300 s0
Tima {minutes)
instrument : P-E Mothod  :627958L
Channel Title : Channel £26 Caitorations : 6279501
UmstD ; 154647 Run Sequencea : 627958L
Aoquired on 13-DEC-1995 &1 18:40
Reopacted on 15-DEC-1985 sl 08212

8. TG.20A, 0.20 ppm fortification, 50 mg injected, 7.78 ng CGA-215944
found, 0.16 ppm CGA-215944 found, 73% recovery
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- FIGURE 13. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS
OF GREEN TOBACCO FOR CGA-215944 {Continued)

Ciba-Gaigy Muttichrom 2.0 (C)

Analysis Name : {627-95] 26 62795BL12.1,
REAGENT BLANK Blank Amount:1.000

, corzisu ) - Muttichrom
525
520 —
3
515 | )
o
N 1.0 F
s® g
‘E‘SO.S -
£
5
ESD.O
495
A A 1 A PRI RS "
490 50 10 150 200 250 30.0 B0
Tune (minutes)
Instrumont  : P-E Method 62795BL
U = 1 Fun Sequence : 279580
Accriired on 13-DEC-1995 st 20:02

Reportad on 15-DEC-1995 11 08:4%

9. TG.RB, reagent blank, 100 mg injected, <2.0 ng CGA-215944 found,
<0.02 ppm CGA-215944 found
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FIGURE 14. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS

1.

2,

OF CURED TOBACCO FOR CGA-215944

Ciba-Geigy Muttichrorn 2.0 (Q}

mm:[szmslzemzl.
RIMVD1595 DO0T10  Control  Amount : 1.000

CEA-21S44
%20 Muttichrom
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510 | -
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Eg'so.o
E
495
1 " L i H i " A L A L
“0 20 60 200 240 280 =0
Tt (mirutas)
tstrument :PE Method 6279580
Ums D 15t685 Run Sequence : 6279580
Acquired on 20-DEC-1995 et 14:52
Reportsd on 21-DEC-1995 &t 05:10

TC.CA, control, 50 mg injected, <1.0 ng found, <0.02 ppm CGA-215%944
found
Cioa-Gaigy Muttichrom 2.0 (Q)
Analysis Name : [627-65] 26 62795B03.1.
RIMVO1598 000110 Contri  Amount : 1.000 .
CGA-215044 ] Mutichworn
S5 F
51.0 | §
o
3
m -
g g
z
g.r,cm
5
495
90 0 30 26 50 790 240 6 1)
Time (mimutes)
Instrament  : P-E Method  :62795BO
Channal Titte ; Charnel £26 Cabibetion : 6279580
UmsiO  : 151688 Flun Sequence : 279580
Aocsired on 20-DEC-1995 at 1528
Reportad on 21-DEC-1995 « 08:10
TC.CB, control, 50 mg injected, <1.0 ng found, <0.02 ppm CGA-215544

found
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FIGURE 14. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSTIS

3.

4.

OF CURED TOBACCO FOR CGA-215944 (Continued)

Ciba-Geigy Muttichrom 2.0 (Q)

Analysis Name : [627-95) 26 €279580,5.1.
RIMVO1595 000110 Recovery  Amount: 1.000
CGA-215544 Multichrom

516 |

510 |

Intanslty (mV)
g £

B
; CQA-215044

&
)

UmsID @ 155113 fun Sequence : 62795680
Acauired on 20-DEC-1995 at 16:40
Roportac on 21-DEC-1995 a1 09:10

TC.02A, 0.02 ppm fortification, 50 mg injected, 0.77 ng CGA-215944
found, 0.015 ppm CGA-215944 found, 77% recovery

Ciba-Geigy Multichrom 2.0 (Q)

Analysis Narna ; [627-95) 26 6279580,6,1.
RIMVO1S85 000110 Recovery  Amount : 1000
CGA-215044 Multichrom

g
COA-215944

Intsasity (mv)
8
o

&

449.0

Instrument  :P£ . Method 6279580
Channat Title : Channel #26 . Calibation : 6279580
UmsiD 155114 Fun Sequance ; 8279580
Acquired on 20-DEC-1995 &t 17116

Raported on 21-DEC-1995 a1 09:10

TC.02B, 0.02 pom fortification, 50 mg injected, 0.65 ng CGA-215944
found, 0 013 ppm CGA-215944 found, 65% recovery
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FIGURE 14. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS

5.

6.

OF CURED TOBACCO FOR CGA-215944 (Continued)

Ciba-Gelgy Multichrom 2.0 (0)

Analysis Narme : [627-95] 26 6279580, 8.1.
RIMVO1555 000110 Recovery  Amount: 1.000
0 CGA-215544 Multichrom

CQA-215944

Intensity (mV)

120 16.0 200 2490 20.0 20
Time (minutes)
Instumant  : PE Nethod 8279580
Channal Title : Channal #26 Calibration : 6279580
UmsIo 155118 Aun Sequence : G2TI5B0
Accuired on 20-DEC-1995 at 18229
Reported on 21-DEC-1995 at 09:10

TC.0SA, 0.05 ppm fortification, 50 mg injected, 1.73 ng CGA-~215944
found, 0.034 ppm CGA-215944 found, 65% recovery

Ciba-Geigy Muttichrom 2.0 (O}

Analysis Name : (627-85] 28 62795B0.9.1.
AMVO1S35 000110 Recovery  Amount : 1.000

CGA-215944 .
520 : Muttichrom
S5 |
3
510 b 2
&
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?HN ]
=
495
FrY A 1 i ) N
90 40 80 280 20
instnament  : PE

UmsiD @ 155116
Acquined on 20-DEC-1995 &t 1905
Reporied on 21-DEC-1995 et 09:10

TC.05B, 0.05 ppm fortification, S0 mg injected, 1.85 ng CGA-215944
found, 0.037 ppm CGA-215944 found, 74% recovery
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FIGURE 14. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS

Intansity (mV)

OF CURED TOBACCO FOR CGA-215944 {Continued)

Ciba-Geigy Muhictvom 2.0 (Q)

Analysis Nama : [627-95] 26 6279580.11.1.
AIMVO1595 000110  Recovery  Amount : 1.000

CGA-215544 Mustichroen
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ntrunere  :P-E Mathod 6279580
Channol Tite : Channet #26 Caiteation : £278580
Ums 0 IS5117 Fun Sequencs : 279580
Accuined on 20-DEC-1995 at 20:17
Feporsed on 21-DEC-1995 o 09710

7. TC.10a, 0.10 ppm fortification, 50 mg injected, 3.11 ng CGA-215944

B.

Intensity {mV)

found, 0.062 ppm CGA-215944 found, 62% recovery

Cioa-Geigy Multichwom 2.0 (Q)

Analysis Name : [627-95] 26 6279580,12,1.
RIMVO1595 000110 Recovery  Amount : 1.000
CGA-215544

515 |

(1.

=

o
T

8

;

495 b

490 1 n i

tnstrument  : P-€
Channet Tie ; Channwl #26
UmslD @ 155118
Acquired on 20-DEC-1695 et 20:53
Reponed on 21-DEC-1995 &t 09:10

TC.10B, 0.10 ppm fortification, S0 mg injected, 3.66 ng CGA-215944
found, 0.073 ppm CGA-215944 found, 73% recovery



AG-643
page 72 of 74

FIGURE 14. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS
OF CURED TOBACCO FOR CGA-215%944 (Continued)

Ciba-Geigy Mutiichrom 2.0 (Q)

Aradysis Name [627-95) 26 6279580, 14.1.
RIMVO1595 000110  Recovery  Amount : 1.000

CGA-215944 Muttichrom
52.0 -
515 F
51.0 |
505 b
s
E
i ' —
E
" . i
2o

LUmsiD : 155119
Accired on 20-DEC-1995 a1 22:05
Reported on 21-DEC-1995 o1 05:10

9. TC.20A, 0.20 ppm fortificationm, 50 mg injected, 6.40 ng CGA-215944
found, 0.13 ppm CGA-215944 found, €4% recovery

Ciba-Gegy Muttichrom 2.0 {Q)

Analysis Name : [527-25] 26 6279580.15.1.
RIMVO1595 000110 Rectvery  Amount : 1.000
CGA215944 Muichrom

515 ¢

215044
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8

Intenatty (mV)

120 16.0 2090 240 280 20
Tiene {minutes)
tnstrumant  : P-E " Memed 6279580
mstD : 155120 Aun Soquence : G2TESBO
Accesned on 20-DEC-1995 at 22:41
Reported on 21-DEC-1995 M 09:13%

10. TC.20B, 0.20 ppm fortification, 50 mg injected, 6.16 ng CGA-215944
found, 0.12 ppm CGA-215944 found, 62% recovery
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FIGURE 14. REPRESENTATIVE CHROMATOGRAMS FROM THE ANALYSIS
OF CURED TOBACCO FOR CGA-215944 (Continued)

Ciba-Geigy Multichrom 2.0 {Q)

Analysis Name ; [627-95] 26 6279580.16.1.
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Acquined on 20-DEC-1995 st 2317
Reported on 21-DEC-1995 &t 09:11

1i. TC.RB, reagent blank, 50 mg injected, <1.0 ng found, <0.02 ppm
CGA-215944 found
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