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STATEMENT OF GLP COMPLIANCE

To the best of my knowledge and belief, this study meets the requirements for 40
CAR Part 160 except the following.

Submitter:

Study

Data on the stability of some of the test and reference substances in
organic solvent is incomplete. All indications from handling the
analytical standard solutions suggest these standards are quite stable.
The instrument responses for the methyl ester compounds remained constant
during the life-time of the solutions. Recoveries of acifluorfen through
the analytical method are consistent within experimental error and
independent of the length of storage of the analytical solution prior to
fortification. Data on the stability of the neat standards is also
incomplete, but since these standards are stored at <-5°C, and no
instability has been observed in passing them through the methodology, no
degradation is expected.
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ABSTRACT:

Analytical Method No. D9205 was developed to determine the residues of
sodium acifluorfen, the active ingredient in Blazer® Herbicide, and its

metabolites in soybean grain. Method development and validation were
carried out at BASF Corporation, Research Triangle Park, N.C., using
representative samples from a magnitude of residue study. Sodium

acifluorfen and its metabolites can be extracted by soaking in a basic
aqueous solution and then blending with the addition of an acetic
acid/acetonitrile solution. Acifluorfen (salt and acid forms) and
acifluorfen methyl ester residues are quantitated by gas chromatography
with electron capture detection, and the amine metabolite of acifluorfen
and its- methyl ester are quantitated by 1liquid chromatography with
fluorescence detection. This study has shown that Analytical Method
Number D9205 is suitable for measuring residues of sodium acifluorfen and
its metabolites in soybean grain down to a quantitation limit of 0.02 ppm
for each compound.
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QAU STATEMENT

Method Number: D9205
BASF Study Number: 92161

Study Initiation Date: November 2, 1992

The quality assurance unit of the testing facility at the ARC has audited the
protocol, the analytical portion including the raw data, and the report for this
study and reported its findings to the study director and to management.

Report to Study Director

Date of Audit and to Management
October 27, 1992 October 27, 1992
December 10, 1992 December 10, 1992
May 21, 1993 May 21, 1993
June 18, 1993 June 18, 1993
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1.

INTRODUCTION AND SUMMARY

1.1 Scope and Source of the Method
1.1.1 Scope

The method is used to determine the residues of acifluorfen (salt and acid
forms) and metabolites in soybean grain.

1.1.2 Source

This method was developed at the BASF Agricultural Research Center in
Research Triangle Park, North Carolina. This method was partially
developed from Rhone Poulenc Method Number 160, "Enforcement Method for
the Determination of Residues of Acifluorfen and Metabolites in/on Plant
Tissue" (Reference 1). The control sample used for generation of the
validation data is from the previous BASF crop field study number P9012,
sample number 90072-5. An aliquot of this sample was reassigned number
92940-1 for this study.

1.2 Test and Reference Substances

Common Name: Sodium Acifluorfen
BAS Number: BAS 9048 H
Chemical Name: Sodium 5-[2-chloro-

4(trifluoromethyl)phenoxy] -
2-nitro benzoate

CAS Number: 62476-59-9

Structural Formula:

cl 0
]
o C
S0 Na'
cF, NO,
Empirical Formula: C1‘H6F3C1NOSN3

Molecular Weight: 383.65 g/mole
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Below are the acid form and the three

acifluorfen.

Common Name:
Chemical Name:

Code Name:

Molecular Weight:

Common Name:
Chemical Name:

Code Name:

Molecular Weight:

Common Name:
Chemical Name:

Code Name:

Molecular Weight:

Common Name:
Chemical Name:

Code Name:

Molecular Weight:

Acifluorfen
5-{2-chloro-4-
(trifluoromethyl)
phenoxy]-2-nitro-benzoic
acid

BAS 9048 H (acid form)
361.66

Acifluorfen methyl ester
Methyl 5-[2-chloro-4-
(trifluoromethyl-phenoxy]
-2-nitro-benzoate

BH 9048-ME

375.69

Acifluorfen amine
2-amino-5-[2-chloro-4-
(trifluoromethyl)phenoxy]
benzoic acid

BH 9048-A

331.68

Acifluorfen amine methyl ester
Methyl 2-amino-5-{2-chloro-

4(trifluoromethyl)
phenoxy]benzoate
BH 9048-AME
345.71

Page 9 of 70

regulated metabolites of sodium

o @CO ZH .
FiC Mo,
al
F,C NO,
cl
FsC Nﬂz

c
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1.3. rinciple of the Method

The sample is soaked in a basic aqueous solution for one hour and then
extracted with 1% acetic acid in acetonitrile. For gas chromatographic
(GC) analysis, an aliquot is washed with heptane and acidic water and then
methylated. The sample is purified further with a silica gel SPE column
and, for final analysis, acifluorfen methyl ester is detected by GC with
electron capture detection. For high performance liquid chromatographic
(LC) analysis, an aliquot may be purified with an optional C;3 SPE column,
diluted for final analysis, and acifluorfen amine and acifluorfen amine
methyl ester are detected by HPLC with fluorescence detection. The Limit
of Quantitation (LOQ) for each analyte is 0.02 mg/kg.

2. MATERIALS AND METHODS

2.1 Equipment-Suggested Sizes nufacturer

Graduated Cylinder 500 mL

Buchner funnel 11 cm diameter

Bottles, Low density polyethylene 4 oz.

Filter Paper Whatman No. 3, 11 cm i.d.

Phase Separation Filter Paper Whatman 1PS, 15 cm i.d.

Vacuum Filtration Adapter, Kontes or equivalent

(Glass), 24/40

Flat Bottom Flask, 24/40 300 mL, 500 mL, 1 L

Rotary Evaporator Buchi or equivalent

Temperature Bath Buchi or equivalent

Separatory Funnel 125 mL, 500 mL

Glass Wool

Ultrasonic Bath Branson 1200 or equivalent

Pyrex centrifuge tube w/screw cap 15 mL, 50 mL

Autosampler Vials Varian 12 x 32 mm

Vial Caps Varian

Volumetric Flask 500 mL

Nitrogen Stream Evaporator N-EVAP Organomation Associates
Inc., or equivalent

Volumetric Pipette 1-10 mL, 100 mL

Blender and Blender Jar (1 qt.) Waring

Balance (with at least Mettler (or equivalent)

tenth of a gram capability)
Spatula or small scoop

Delivery Head 100 mL, 75 mL (Markson)
Vortex Mixer Fisher Scientific or equivalent
Pasteur Pipets 23 cm long, disposable
Disposable Solid Phase J.T. Baker, 3 mL size
Extraction Columns C;y and 500 mg of packing
silica gel
45 pm Uniprep Syringeless Filter Genex
SPE Vacuum Collection Supelco or equivalent
assembly ‘

Other general laboratory glassware and equipment as needed.
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2.2. Reagents and Chemicals - Suggested Source/Preparation

Reagents and Chemicals Source/Preparation

Acetone Distilled, high purity (Burdick
and Jackson)

Hydrochloric acid, conc. Reagent grade

Celite filter aid Type 545, Fisher or equivalent

Dichloromethane Distilled, high purity (Burdick
and Jackson)

Triethylamine (99%+ pure) Aldrich Chemical Company

HPLC grade or "Ultra pure" water Millipore water purification

(18 Megohm-cm resistivity) system, or Fluka, Cat. No. 95305

Acetonitrile Distilled, high purity (Burdick
and Jackson)

Toluene Distilled, high purity (Burdick
and Jackson)

Acetic acid, glacial, Fisher Scientific

reagent ACS
(Trimethylsilyl) Diazomethane 2.0 M Aldrich Chemical Company
Sodium Hydroxide (pellets) Aldrich Chemical Company

2.2.1 Standard Substances
The lot numbers indicated were those used to generate the validation data.

Other lots of at least 95X purity may be used. These substances were used
as both test and reference substances during this study.

Abbreviation Chemical Name Lot Number Purity
BAS 9048 H 5-[2-chloro-4-(trifluoro- CH39/141-1 99 .5%
(acid form) methyl)phenoxy]-2-nitro-

benzoic acid

BH 9048-ME Methyl 5-[2-chloro-4- L47-287 99.1%
(trifluoromethyl)phenoxy]-
2-nitro-benzoate

BH 9048-A 2-amino-5-{2-chloro-4- 41-160 98.9%
(trifluoromethyl)phenoxy]
benzoic acid

BH 9048-AME Methyl 2-amino-5-[2-chloro-  CAN 429 97.3%
-4-(trifluoromethyl)phenoxy]
benzoate

Store standards in a freezer. Store standard solutions in a refrigerator.
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2.2.1 Standard Substances (continued)

Reference substances were maintained frozen (<-5°C) until their use in
this study. The reference substances were characterized as required by 40
CFR part 160 FIFRA Good Laboratory Practices. Information on the
synthesis and subsequent characterization of these substances is available
to BASF and is located either at Landwirtschaftliche Versuchsstation der
BASF, Limburgerhof, Germany or at BASF Corporation, Agricultural Research
Center.

Reference substance solutions were refrigerated during their use in this
study. For all compounds, stock solutions (lmg/mL) were made fresh every
three months. For all compounds except acifluorfen amine, dilutions of
the stock solution were made monthly. For acifluorfen amine, all
solutions other than the stock solution were made daily. From all
indications, these time frames for maintaining analytical standard
solutions are appropriate. Instrument response and compound recovery
through the analytical method remain constant within experimental error
regardless of solution age within the above mentioned time frames.

2.2.2 Standard Solutions for Fortification

Low density polyethylene bottles should be used as storage containers with
solutions of BH 9048-A. For other compounds, typical storage bottles such
as amber bottles may be used. Any BH 9048-A solution with a concentration
of 1 mg/mL or greater can be stored for a maximum of three months. Any

BH 9048-A solution concentration between 1 ug/mL and 1 mg/mL can be stored
for a maximum of one month. Any BH 9048-A solution concentration below

1 pg/mL should not be stored any longer than 48 hours. It is recommended
for the other compounds that 1 mg/mL solutions or greater be stored for a
maximum of three months and all other more dilute solutions be stored for
a maximum of one month.

For BAS 9048 H, BH 9048-ME, BH 9048-A and BH 9048-AME solutions, the
recommended concentrations are: 1000, 10, 4 and 0.4 ug/mL in acetonitrile.

Prepare a 1.0 mg/mL stock solution by weighing an appropriate amount into
a volumetric flask. Dissolve with acetonitrile and dilute to the mark.
For example, to prepare a 25 mL stock solution, dissolve 25.0 mg of the
appropriate compound in a 25 mlL volumetric flask.

Prepare a 10.0 ug/mL standard solution by transferring an appropriate
amount of the 1.0 mg/mL stock solution with a volumetric pipet to a
volumetric flask (typically 1 mL of the 1.0 mg/mL stock solution inteo a
100 mL volumetric flask). Dilute to the mark with acetonitrile.

Prepare 4.0 pyg/mL and 0.4 pg/mL standard solutions by making sequential
serial dilutions of the 10 ug/mL standard solution. Other concentrations
may be used as appropriate.
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2.2.3 Standard Solutions for GC Analysis

For the BH 9048-ME solutions, the recommended concentrations are: 1000,
10.0, 1.0, 0.03, 0.02, 0.01 and 0.005 ug/mL.

Prepare a 1.0 mg/mL BH 9048-ME stock solution by weighing an appropriate
amount of BAS 9048 H into a volumetric flask. Dissolve with toluene and
dilute to the mark. For example, to prepare a 25 mL stock solution,
dissolve 25.0 mg of BAS 9048 H in a 25 mL volumetric flask.

Prepare a 10.0 ug/mlL BH 9048-ME standard solution by transferring an
appropriate amount of the 1.0 mg/mL stock solution with a volumetric pipet
to a volumetric flask (typically 1 mL of the 1.0 mg/mL stock solution in
a 100 mL volumetric flask). Dilute to the mark with toluene.

Prepare 1.0 ug/mL, 0.03 pg/mL, 0.02 ug/mL, 0.01 ug/mL and 0.005 ug/mL
standard solutions by making sequential serial dilutions of the 10.0 ug/mL
standard solution. Other concentrations may be used as appropriate.

2.2.4 Standard Solutions for HPLC Analysis

For BH 9048-A and BH 9048-AME solutions, the recommended concentrations
are: 1000, 10 ug/mlL in acetonitrile (ACN); 100, 2.0, 1.0 and 0.5 ng/mL in
852 (v/v) (1% acetic acid (HoAc) in ACN:water).

Prepare a 1.0 mg/mL stock solution by weighing an appropriate amount into
a volumetric flask. Dissolve with acetonitrile and dilute to the mark.
For example, to prepare a 25 mL stock solution, dissolve 25.0 mg of the
appropriate compound in a 25 mL volumetric flask.

Prepare a 10.0 ug/mL stock solution by weighing an appropriate amount of
the 1.0 ug/mL stock solution with a volumetric pipet to a 100 mL
volumetric flask (typically 1 mL of the 1.0 mg/mL stock solution into a
100 mL volumetric flask). Dilute to the mark with acetonitrile.

Prepare 100 ng/mL, 2.0 ng/mL, 1.0 ng/mL and 0.5 ng/mL standard solution by
making sequential serial dilutions of the 10.0 pg/mL standard solution and
diluting with 85% (1X HoAc in ACN) in water (v/v). Other concentration
may be used as appropriate.
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2.3. Analytical Procedure
2.3.1 Preparation of Sample

Pulverize-homogenize samples of the crop by mechanical means (i.e. a
blender or mill). Dry samples may be pulverized directly. For wet
samples, the samples are best frozen with dry ice or liquid nitrogen while
pulverizing. If dry ice is used, allow the dry ice to sublime before
continuing with the method.

2.3.2 Extraction

a. Weigh 20.0 g of the sample into a one quart blender jar.
b. Add 75 mL of 0.1N NaOH and let sample soak for one hour.
c. Add 150 mL of 1% acetic acid in acetonitrile to the sample and blend

for S minutes. )

d. Vacuum filter the slurry through a Buchner funnel containing one
sheet of Whatman Number 3 filter paper and approximately a 1-2 cm
layer of celite and into a flat bottom flask attached with a vacuum
adapter.

e. Rinse the marc with 3 x 50 mL of 1% acetic acid in acetonitrile;
discard the marc.

f. Quantitatively transfer the filtrate to a 500 mL volumetric flask
and dilute to the mark with 1X acetic acid in acetonitrile.
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2.3.3 Preparation for Final Determination by GC

a.

Heptane wash

1.

Take a 100 mL aliquot from the 500 mL volumetric flask from
step 2.3.2.f, wash with 1 x 100 mL of heptane in a separatory
funnel, and collect the bottom acetonitrile layer. Save the
heptane layer for the next step.

Extract the remaining heptane with an additional 1 x 50 mL of
acetonitrile, and combine the acetonitrile layer with the
previous in a flat-bottom flask.

Concentrate the acetonitrile solution from the heptane wash
step to approximately 10 mL using a rotary evaporator at
4515°C.

Dichloromethane Partition

1.

Add 100 mL of dichloromethane (DCM) to the flask from
2.3.3.a.3 and quantitatively transfer the solution to a
separatory funnel with DCM.

Wash the DCM layer with 1 x 100 mL of 1N HCl.

Pass the DCM layer through Whatman 1PS filter paper into a
flat- bottom flask.

Concentrate the solution to approximately 10 mL using a rotary
evaporator at 45:5°C and quantitatively transfer the residue
to a 50 mL centrifuge tube with the aid of several acetone
rinses.

Concentrate the sample to approximately but not greater than
1.0 mL with a flow of nitrogen.

Methylation by Trimethylsilyl(Diazomethane)

1.

Add 1 mL of acetone to the residue remaining in the centrifuge
tube, vortex and sonicate.

Add 10 mL of 0.04 M Trimethylsilyl(Diazomethane) solution in
hexane, vortex, sonicate and let stand for at least 30
minutes.
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2.3.3 Preparation for Final Determination by GC (continued)

d. Silica Gel Column Chromatography
1. Evaporate the methylated solution to approximately 1.0 mL with
a flow of nitrogen, but not to dryness.
2. Add approximately 2.0 mL of hexane (total volume equal to
3.0 mL) and 1.0 mL of 1% triethylamine in DCM, vortex and
sonicate.
3. Prewash a 3 mL silica gel SPE (Baker) column with 10 mL of

DCM-hexane-triethylamine (30:69.8:0.2 v/v/v).

Note: Do not allow the column to reach dryness at any time in
the cleanup except after the final eluate has been collected.

4, The sample is applied to the column and the eluate collected
into a 15-50 mL centrifuge tube under vacuum with a flow rate
of 1-3 mL/min.

5. The sample tube is rinsed with 5 mL of DCM-hexane-
triethylamine (30:69.8:0.2, v/v/v) and this is applied to the
column. Allow the column to run dry and combine the eluate
with the eluate from the previous step.

6. Concentrate the sample to approximately 4.0 mL with a flow of
nitrogen (N-EVAP or equivalent).

7. Add 8 mL of toluene to the centrifuge tube and concentrate the
sample to approximately 4 mL with a flow of nitrogen (N-EVAP
or equivalent).

8. Dilute the sample to the appropriate volume with toluene for
GC analysis.

2.3.4 Preparation for Final Determination by HPLG

a. Cl8 Column Chromatography (optional)

Samples may be clean enough to inject without this cleanup, if so,
proceed to 2.3.4.b.

1. Condition a 3 mL (500 mg) Cl18 SPE column with 10 mL of
methanol and then 5 mL of acetonitrile. Do not allow the
column to go to dryness.

2. Apply 10 mL of the sample extract from the 500 mL volumetric
flask in step 2.3.2.e. to the column and allow the column to
run dry under vacuum with a flow rate of 1-3 mL/min.

3. Collect the eluate in a graduated 15-50 mL centrifuge tube.
Proceed to step 2.3.4.c.
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2.3.4 Preparation for Final Determination by HPLC (continued)

b. Take a 1 to 2 mL aliquot from the 500 mL volumetric flask in step
2.3.2.e and pass through a 0.45 uym filter disc.

c. Do not concentrate, but dilute, if necessary, with 85X (1% acetic
acid in acetonitrile) in water (v/v) to the appropriate volume for
analysis by LC. Filter with a 0.45 ym microfilter if necessary.

2.4 GC Instrumentation

Different equipment and parameters than those listed below may be
substituted into the method as long as interpretable chromatography
results.

2.4.1 Description of Equipment
Gas Chromatography: Varian 3600 with Electron Capture Detector
Column: J & W Scientific DB-5 30 m x .32 mm i.d. x 1.0 uym film

thickness or equivalent. The serial number of the GC column
used to generate the validation data was 2548537A.

2.4.2 Typical Operating Conditions
Column Parameters
Column Head Pressure: 16.5 psig nitrogen

Column Temperature:

temperature=290°C
hold time=1.0 min

Ramp #2=30°C/min

temperature=250°C
hold time=6.0 min

Ramp #1=30°C/min

Initial Temperature = 130°C
Hold Time 0.5 min.



BASF Method No. D9205 Page 18 of 70

2.4.2 Typical Operating Condjitions (continued)
Injector Parameters

Injector Temperature: 250°C
Septum Purge Flow: 2.0-3.0 mL/min
Splitless Injection: 0.5 min (purge on=0.5 min, purge off=0.0 min)

Detector Parameters

Detector Temperature: 300°C

Carrier Gas: Helium @ 2.0-3.0 mL/min
Make Up Gas: Nitrogen @ 30 mL/min
Range: ' 10

Attenuation: 32

Retention Time

BH 9048-ME = 10.4 min

2.4.3 System Conditioning

The peak height of acifluorfen methyl ester can vary depending on the
conditions in the GC system. Using a new column or using a column that
has been idle for a day or more can result in a very weak response for
acifluorfen methyl ester. The result is that the response will increase
during a run and produce unacceptable correlation coefficients for
standard data.

The sensitivity of the column can be improved by saturating the column
with a matrix extract. An extract of untreated soybean grain, which has
been diluted for gas chromatography analysis at a low volume (i.e.

4.0 mL), has been shown to be an effective column conditioner. Any other
matrix solution that has the same beneficial effect may be used.

The conditioner is alternately injected with standard solution until a
stable response is achieved.

2.4.4 Calibration Procedure

Calculation of results is based on peak height measurements using a
calibration curve. A standard curve is constructed for acifluorfen methyl
ester. To obtain this standard curve, inject, for example 5, 10, 20 and
30 pg of acifluorfen methyl ester into the gas chromatograph. Plot peak
height (signal counts) versus amount (pg) of standard injected.
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2.4.5 Sample Analysis by GC

Inject 1.0 pL of each sample and 1.0 yL of each acifluorfen methyl ester
standard into the gas chromatograph for analysis. For each set of
samples, it is recommended that each standard be injected at least in
duplicate, and that the sample injections are bracketed with standard
injections. If necessary, acetone rinse injections can be used after each
sample injection to maintain column stability and minimize sample carry
over.

2.5 GC Interferences

2.5.1 Sample Matrices

If interfering peaks from the matrix occur in the chromatogram, alter the
GC operating conditions. Other types of GC columns may be used.

2.5.2 Other Sources

Other Pesticides: None have been observed to interfere to date.
Lactofen and its metabolites are expected to
iriterfere because of compound similarities.

Solvents: None observed to date

Lab Ware: None observed to date

2.6 Potential Problems

During the extraction, methylation or cleanup, a sample should not be
allowed to go to dryness, as the compound of interest will adhere to the
glassware. This is especially notable with acifluorfen methyl ester.
2.7 HPLC Instrumentation

Different equipment and parameters than those listed below may be

substituted into the method as long as interpretable chromatography
results.

2.7.1 Description of Equipment

Liquid Chromatograph LDC Analytical Multiple Solvent
System CM 4000

Autosampler LDC Analytical Autosampler 713

Fluorescence Detector Perkin Elmer LC 240

Column 250 mm x 4.6 mm, Phenomenex

Column Temperature ambient

Stationary Phase Nucleosil 5 C,q

The serial number of the HPLC column used to generate the validation data
was 50203.
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2.7.2 Mobjle Phase Preparatjon

Mobile Phase: 75% Acetonitrile/25% (2.5% acetic acid in
Millipore® water)

Prepare the mobile phase in a 1 L flask. Add 750 mL to the flask using a
graduated cylinder. Then add 250 mL of 2.52 (v/v) acetic acid in
Millipore® water.

For degassing purposes, the uncapped 1 L flask should be sonicated for 30
minutes. The alternative is to degas the mobile phase for 30 minutes
using a slight stream of helium.

2.7.3 Iypical Operating Conditions

Injection Volume: 100 uL

Excitation Wavelength: 350 nm

Emission Wavelength: 420 nm

Flow Rate: 1 mL/min

Retention Time: BH 9048-A 5.5 min
BH 9048-AME 10.7 mins

Run Time: 15.0 min

2.7.4 System Conditioning

This HPLC system for analysis of BH 9048-A and BH 9048-AME is very stable.
If initial response does not seem stable, several standards should be
injected to stabilize the system or injections made until a stable
response is achieved.

2.7.5 Calibration Procedures

As with gas chromatography, a calculation of results is based on peak
height measurements using a calibration curve. One standard curve is
constructed separately for acifluorfen amine and acifluorfen amine methyl
ester. To obtain these standard curves, inject, for example a 50, 100 and
200 pg combined solution of acifluorfen amine and acifluorfen amine methyl
ester into the HPLC. Plot peak heights (signal counts) versus amount (pg)
of injected standard.

2.8 Sample Analysis by LC

Inject 100 uL of each sample and 100 uL of each acifluorfen
amine/acifluorfen amine methyl ester standard into the 1liquid
chromatograph for analysis. For each set of samples, it is recommended
that each standard be injected at least in duplicate and that the sample
injections are bracketed with standard injections. Also, one or more
Millipore® water vials may be placed at the end of each set to clean the
injection needle and prevent clogging from the matrix.
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2.9 HPLC Interferences
2.9.1 Sample Matrices

If interfering peaks occur in the chromatogram, the HPLC conditions, may
be altered.

2.9.2 Other Sources

Other Pesticides None have been observed to interfere to
date. Lactofen and its metabolites are
expected to interfere because of compound
similarities.

Solvents None observed to date

Labware None observed to date

2.10 Potential Problems

After extraction, the sample should never be concentrated, as the
acifluorfen amine compound will adhere to the glassware.

2.11 Time Required for Analysis

For a set of 7 treated samples, 2 fortifications and 1 control,
approximately 20 man hours, including the final determination by both GC
and HPLC and data reduction, are required provided that no special
problems arise.

2.12 Confirmatory Technigques

The final analyte for GC analysis, acifluorfen methyl ester, may be
confirmed by GC-MS. The final analytes for LC analysis, acifluorfen amine
and acifluorfen amine methyl ester, may be confirmed by LC-MS. If the
residue determined by GC analysis must be distinguished between
acifluorfen or acifluorfen methyl ester, the analysis can be repeated
without the use of the methylating reagent.

3 METHODS OF CALCULATION
3.1 Calibration

Measure the peak heights of the standards. Construct a linear least
squares working curve in the form y = ax + b from the standards by
plotting peak height versus amount of standard injected.

3.2 Analytes in Sample

3.2.1 Principle

Calculation of results is based on peak height measurements. The amount
of acifluorfen methyl ester, acifluorfen amine and acifluorfen amine
methyl ester in injected samples is determined from the calibration curve,
and the equation described in 3.2.2 is utilized for the determination of
residues (R). Calculation can also be made by a suitable computer program.
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3.2. Analytes in Sample (continued)

At least one fortification and one untreated sample (= control) are run
with each set of samples. The quantity of spiked standard for the
fortification level should approximate the expected residue. The recovery
is determined from the fortification experiments (see 3.2.3).

3.2.2 Calculation of Residues

R = Total Residue (ppm equivalents of BAS 9048 H, salt form)
A = ppm equivalent of acifluorfen methyl ester (GC)
B = ppm equivalent of acifluorfen amine (1LC)
C = ppm equivalent of acifluorfen amine methyl ester (LC)
A = Acifluorfen methyl ester found (ug) x __Final Volume (mL) _ x MWCF,

Sample Weight (g) x Aliquot Injection Volume (mL)
B = Acifluorfen amine found (ug) x _ Final Volume (mL) _ x MWCFy

Sample Weight (g) x Aliquot Injection Volume (mL)
C = Acifluorfen amine met ster found x _Final Volume (mL) x MWCF¢
Sample Weight (g) x Aliquot Injection Volume (mL)
MWCF = Molecular Weight Correction Factor
MWCF, = MW BAS 9048 H (=384) = 1.02
MW,z (=376)

MWCFp = MW BAS 9048 H (=384) = 1.16

MWCF; = MW BAS 9048 H (=384) = 1.11
MWNHZ‘ME (-346)

R=A+B+C

The molecular weight correction factor calculates the residues based on sodium
acifluorfen equivalents.
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3.2.3 Calculation of Recoveries

The fortification recovery for acifluorfen and acifluorfen methyl ester in X is
calculated as follows:

Recovery (X) = | Wp X Ver - We X Vpc| x MWCF x __100%

Vir Vic A Fy(or F3)
Wp (ug acifluorfen methyl ester found in fortified sample)
Ver (Final volume of fortified sample)
Vir (Injection volume of fortified sample)
We (ug of acifluorfen methyl ester found in control sample)
Vec (Final volume of control sample)
Ve (Injection volume of control sample)
MWCF (Molecular Weight Correction Factor for acifluorfen methyl ester to
acifluorfen)
F, (ug of acifluorfen fortified)
F, (ug of acifluorfen methyl ester fortified)

A (aliquot)

The fortification recovery for acifluorfen amine and acifluorfen amine methyl
ester in X is calculated from the recovery trials as follows:

Recovery (X) = | Wp(or Wp) X Vep - Wea(Weod X Ve | x 1 x 1002
Vir

Vic A Fy(or F3)
Wk (ug acifluorfen amine found in fortified sample)
Wr2 (ug acifluorfen amine methyl ester found in fortified sample)
Ver (Final volume of fortified sample)
Vi {Injection volume of fortified sample)
Wey (ug of acifluorfen amine found in control sample)
Ve, (ug of acifluorfen amine methyl ester found in control sample)
Vec (Final volume of control sample)
Vic (Injection volume of control sample)
F, (ug of acifluorfen amine fortified)
F, (ug of acifluorfen amine methyl ester fortified)

A (aliquot)
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4 RESULTS AND DISCUSSION

4.1 Accuracy and Precision of Validation Results

Subsamples of control soybean grain were fortified at levels of 0.02 and
0.2 ppm with acifluorfen, acifluorfen methyl ester, acifluorfen amine, and
acifluorfen amine methyl ester, and were analyzed by Method D9205. A
summary of the results is given in Table I and the individual results are
given in Table II.

Quantitation of all samples was achieved using calibration curves
calculated by linear regression of standard data of multiple levels. The
standard data for each analysis set are summarized in Table III.

4 RESULTS AND DISCUSSION (continued)

4.2 Quantitation Limit

The total quantitation limit for sodium acifluorfen residues in soybean
grain using Method D9205 is 0.10 ppm. This is the sum of the individual
quantitation limits of 0.02 ppm for acifluorfen (salt and acid forms),
acifluorfen methyl ester, acifluorfen amine, and acifluorfen amine methyl
ester. At this level, control samples are relatively clean and good
recoveries are obtainable. This is the lowest level which is proven by
recovery data.

4.3 Ruggedness Testing

The method has been used successfully to analyze treated samples from a
soybean magnitude of the residue study (Reference 2).
4.4 Limitations

None known to date.
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5.

CONCLUSIONS

This analytical procedure is applicable for measuring residues of
acifluorfen in soybean grain down to a level of 0.02 ppm for each compound
in the tolerance expression.

Statistical treatment of the validation data included determination of an
average and standard deviation. Generally, good recoveries were obtained
for all compounds fortified into soybean grain at the 0.02 and 0.2 ppm
levels.

The raw data and final method pertaining to this study are maintained in
the BASF Corporation Agricultural Research Center Archives.

PROTOCOL CHANGES

During the course of the study, the draft analytical method included in
the protocol was modified several times. First, the method was amended to
remove concentration of the sample prior to HPLC analysis as an option and
to add the details for preparation of an HPLC standard at the 0.5 ng/uL
level. Second, the method was modified to include an initial basic
aqueous soaking period prior to the extraction. Also, the solvent for the
HPLC standards and final dilution of samples was changed to 85% (1% acetic
acid in acetonitrile) in water. These modifications were incorporated
into the final method D9205.
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N Sample

add 0.1N NaOH for one hour

- extract w/1% HOAc in ACN
- rinse marc with 3 x 50 mL of 1% AcOH in ACN

filtration

discard marc -
dilute to 500 mL with 1% HOAc in ACN

- 10 mL aliquot if using C18
cleanup, otherwise 2 mL aliquot

100 mL aliquot

- 1 x 100 mL heptane wash

- cleanup with C18 column
(optional) - wash heptane with 1x50 mL

of ACN

- micro filtration

- discard heptane
v

Final determination of acifluorfen - combine ACN layers
amine and-acifluorfen amine methyl
ester directly by HPLC using a - concentrate to 10 mL

fluorescence detector

- transfer to sep funnel with
1 x 100 mL DCM

- wash with 1 x 100 mL 1N HCL

- dry DCM layer with 1PS filter
paper

- discard aqueous layer

- concentrate to 10 mL

- transfer to centrifuge tube

- concentrate to 1.0 mL with N,

- methylate with trimethylsilyl
diazomethane for '% hour

- silica gel SPE column

v
Final determination of sodium acifluorfen
(salt and acid forms) and acifluorfen methyl
ester as acifluorfen methyl ester by GC using
an electron capture detector,

Figure 1. Flow Chart of Analytical Procedure
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BAS 9048 H
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T o CO,Me
@ l7cimethyletlyldiazomethane
X o, FaC NO2
Acifluorfen GG (ECD)

[+
@o@cozue
FoC N02 B

Acifluorfen methyl ester

ct
Fl‘: NBZ

Acifluorfen amino

[~}
@ o @:zne
FC 2 ]

Acifluorfen amino methyl ester

LC (Fluorescence Detector)

Figure 2. Structures of Detectable Compounds and Final Analytes of the
Analytical Method.
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Values below are typical for a field treated residue sample.

acifluorfen methyl ester found = <5 pg (<5 x 107 ug)
acifluorfen amine found = <50 pg (<5 x 1073 ug)

acifluorfen amine methyl ester found = <50 pg (<5 x 1073 ug)
Injection Volume (GC) = 1 x 1073 mL

Injection Volume (LC) = 0.1 mL

Sample weight = 20.0 g MWCF, = 1.02
Final volume (GC) = 4 mL MWCFy = 1.16
Final volume (LC) = 10 mL MWCF, = 1.11

Aliquot (GC) = 0.2
Aliquot (LC) = 0.02

R=A+B+C

A = ppm equivalent of acifluorfen methyl ester (GC)
B = ppm equivalent of acifluorfen amine (LC)
C = ppm equivalent of acifluorfen amine methyl ester (LC)
R =<5 x 107 ug x 4 mL x 1.02) + (<5 x 1075 yg x 10 mL.  x 1.16) +
20.0 g x 0.2 1 x 107 mL 20.0 g x 0.02 0.1 mL
(<§ x 10° yg x _10mL x 1.11 )
20.0 g x 0.02 0.1 mL
R = <0.005 + <0.02 + <0.02 (All residues were less than the lowest standard on

the standard curve.)
These results were calculated by assuming a residue equal to the lowest standard.

If the results were based on the limit of quantitation for each compound, then
the total residue would be expressed as <0.10 ppm of BAS 9048 H equivalents
(0.06 + <0.02 + <0.02 for A, B and C, respectively). The quantitation limit for
A is the sum of the limits for sodium acifluorfen, acifluorfen, and acifluorfen
methyl ester.

Figure 3. Typical Residue Calculation
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a) Lab code: 108474, Control Soybean Grain + 0.02 ppm acifluorfen (acid form)
b) Lab code: 108476, Control Soybean Grain + 0.02 ppm acifluorfen methyl ester

Recovery (%) = [ W x Ver - W ;_;vm] x MWCF x 100%

VIF VIC A Fl (Or F2)
W (ug acifluorfen methyl ester found in fortified sample)
VEr (Final volume of fortified sample)
Vir (Injection volume of fortified sample)
We (ug of acifluorfen methyl ester found in control sample)
Vgc (Final volume of control sample)
Vic (Injection volume of control sample)
MUCF (Molecular Weight Correction Factor for acifluorfen methyl ester to
acifluorfen)
F, (ug of acifluorfen fortified)
F, (ug of acifluorfen methyl ester fortified)
A (aliquot)

a) Recovery of Acifluorfen (%) =

18.5 x 10°® wg x 4 mL - No Quantifiable] x 0,963 x _100% = 89%
1 x 1073 mL Residues 0.2 0.4 pug

b) Recovery of Acifluorfen Methyl Ester (%) =

17.8 x 10™® pug x 4 mL - No Quantifiable| x 1.0 x _100% = 89%
1 x 107 mL Residues 0.2 0.4 ug

Figure 4. Typical Recovery Calculation from GC
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a) Lab code: 108403, Control Soybean Grain + 0.02 ppm acifluorfen amine
b) Lab code: 108405, Control Soybean Grain + 0.02 ppm acifluorfen amine methyl
ester

Recovery (%) = [ Wpi _(or Wps) x Ver - Wey (or Wep) x Vsc] x 100X x 1
Vn- VIC Fl1 (Or F2) A

Wk (ug acifluorfen amine found in fortified sample)
Wra (ug acifluorfen amine methyl ester found in fortified sample)
Vgr (Final volume of fortified sample)

Vir (Injection volume of fortified sample)

Wy (ug of acifluorfen amine found in control sample)

Wea (ug of acifluorfen amine methyl ester found in control sample)
Vee (Final volume of control sample) -

Vic (Injection volume of control sample)

F, (ug of acifluorfen amine fortified)

F, (ug of acifluorfen amine methyl ester fortified)

A (aliquot)

a) Recovery of Acifluorfen Amine (%) =

62.8 x 107® yg x 10 mL - No Quantifiable| x _100% x _1 - 79%
0.10 mL Residues 0.4 ug 0.02

b) Recovery Acifluorfen Amine Methyl Ester (%) =

75.3 x 10°% yg x 10 ml. - No Quantifiable| x _1002 x _1 = 942
0.10 mL Residues 1.0 ug 0.02

Figure 5. Typical Recovery Calculation from LC
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TABLE I.  Summary of Recovery Experiments

BAS 9048 H (acid form)

Page 33 of 70

Fortification Average Standard Number “
Level Recovery Deviation of
(ppm) Z % Analyses
[ 0.02 69 6 4
0.20 79 7 4
Overall 74 8 8 l
BH 9048-ME
Fortification Average Standard Number
Level Recovery Deviation of
(ppm) yd +% Analyses
0.02 83 8 4
0.20 89 5 4
Overall 86 7 8 "
BH 9048-A
Fortification Average Standard Number ]
Level Recovery Deviation of
(ppm) pd £ Analyses
0.02 71 6 4
0.20 82 7 4
Overall 76 8 8
BH 9048-AME
Fortification Average Standard Number
Level Recovery Deviation of
(ppm) % % Analyses
0.02 81 14 4
0.20 80 12 4
Overall 81 12 8
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TABLE II.- Individual Recovery Data
Fortificatiomn Lab Master Peak Analyte Final Sasmple Net
Level Sample Sheet Height Found Volume Weight Residue Recovery
(ppm)! Code Number (uV)* (pg)* (mL) Injected (ppm)*’ (x)*
(92161-)? (mg)*
I Acifluorfen
0.00 108192 7 ND <5 4 1.0 <0.02 -
II 0.00 108467 8 KD <5 & 1.0 <0.02 -
0.02 108194 7 10066 12.9 4 1.0 0.012 62
0.02 108195 7 12247 15.8 L} 1.0 0.015 76
0.02 108463 8 9179 14.2 4 1.0 0.014 68
0.02 108470 8 9585 14.8 4 1.0 0.014 71
0.20 108199 7 11750 15.1 40 0.1 0.146 73
0.20 108200 7 12214 15.7 40 0.1 0.152 76
0.20 108473 8 10445 16.2 40 0.1 0.156 78
0.20 108474 8 11931 18.5 40 0.1 0.178 89
Acifluorfen Methyl Ester “
0.00 108192 7 ND <5 4 1.0 <0.02 -
0.00 108467 8 ND <5 4 1.0 <0.02 -
0.02 108196 7 13141 17.0 4 1.0 0.017 85
0.02 108198 7 11226 14.4 4 1.0 0.014 72
0.02 108471 8 10861 16.8 & 1.0 0.017 84
0.02 108472 8 11673 18.1 4 1.0 0.018 91
0.20 108201 7 14072 18.2 40 0.1 0.182 91
0.20 108202 7 12725 16.4 40 0.1 0.164 82
0.20 108475 8 12015 18.7 40 0.1 0.187 93
0.20 108476 8 11454 17.8 40 0.1 0.178 89
Acifluorfen Amine
0.00 108175 7 ND <50 10 4 <0.02 -
0.00 108400 8 ND <50 10 L} <0.02 -
0.02 108177 7 18730 53.0 10 4 0.013 66
0.02 108178 7 20027 57.1 10 4 0.014 71
0.02 108402 8 19608 53.7 10 4 0.013 67
0.02 108403 8 22595 62.8 10 4 0.016 79
0.20 108181 7 40335 120.7 50 0.8 0.151 76
0.20 108182 7 41144 123.3 ‘50 0.8 0.154 77
0.20 108406 8 47804 140.0 50 0.8 0.175 87
0.20 108407 8 47823 160.0 50 0.8 0.175 88
Acifluorfen Amine Methyl Ester
0.00 108175 7 ND <50 10 4 <0.02 -
0.00 108400 8 ND <50 10 4 <0.02 -
0.02 108179 7 18181 52.8 10 4 0.013 66 |
0.02 108180 7 19909 58.3 10 4 0.015 73
0.02 108404 8 25454 74.4 10 4 0.019 93
0.02 108405 8 25740 75.3 10 4 0.019 94
0.20 108183 7 37716 115.0 50 0.8 0.144 72
0.20 108184 7 36470 111.1 50 0.8 0.139 69
0.20 108408 8 48632 149.0 50 0.8 0.186 93
0.20 108409 8 45862 140.0 50 0.8 0.175 88




BASF Method No. D9205 Page 35 of 70

TABLE II1.- Individual Recovery Data (continued)

FOOTNOTES

Residue sample number 92940-1 was used for all samples.

lFortifications were added prior to extraction and were run concurrently with
control samples.

2Samples for Master Sheet Number 92161-7 were extracted on 5-19-93, injected on
the LC on 5-19-93 and injected on the GC on 5-21-93. Samples for Master Sheet
Number 92161-8 were extracted on 6-2-93, injected on the LC on 6-3-93, and
injected on the GC on 6-6-93.

3If no signal was detected by the computer, the value is listed as "ND".

*If no residue was detected, the value is listed as less than the level of the
lowest standard.

5Sample Weight Injected (mg) = Sample Weight(g) x Injection Volume (uL) x Aliquot
Final Volume (mL)

SNet Residue (ppm) = Analyte Found (pg) X MWCF
Sample Weight Injected (mg) 1000

MWCF = 0.963 for acifluorfen and 1.0 for other compounds.

’Values for the control samples are listed as less than the quantitation limit.

8Recovery (X) = Net Residue (ppm) - Control Net Residue (ppm) x 100%
Fortification Level (ppm)

- Sample size was 20.0 g.
- Injection Volume was 1.0 uL for GC analyses and 100 uL for LC analyses.
- Aliquots for the GC analyses were 0.2 and for the LC analyses were 0.02.

Values in this table have been rounded off for reporting purposes, but not for
further calculations.
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TABLE III1: Summary of Standard Data
Master Signal (uV)? Calibration Curve Data® I
Sheet
Number Analyte' Loevel 1 Level 2 Lavel 3 Level 4 Slope Intercept l
(92161-)
7 A 3995 7971 15034 24124 .1322E-02 -0.4121
4223 8150 15362 21943
7 B 17637 33286 65691 -
17792 33727 65651 - .3134E-02 -5.677
17993 33958 65585 -
7 C 17483 32154 65378 -
18334 32723 64020 - .3188E-02 -5.209
16883 33103 63965 -
| 8 A 3512 5783 12138 18510
3610 6608 14309 19395 .1573E-02 -0.2425
8 B 18490 34643 67133 -
18400 34968 67985 - .3057E-02 -6.214
17789 35426 66987 -
8 C 17917 33841 63719 -
17373 33591 64789 - .3216E-02 -7.518
17905 33573 64782 -

’Analyte A = Acifluorfen Methyl Ester; Analyte B = Acifluorfen Amine; Analyte
C = Acifluorfen Amine Methyl Ester.

B and C are determined by LC.

2For analyte A,

respectively.
200 pg, respectively.

levels 1,

3 and 4 correspond to 5,
For analytes B and C, levels 1, 2 and 3 correspond to 50, 100 and

10,

No level 4 was used for analytes B and C.

3The formula for the calibration curve is:

Pg Analyte Found = (slope x signal) + intercept

Residues for A are determined by GC and for

20 and 30 pg,
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ure

2-4

5-6

7-8

9-12

13-16

17

18-21

22

23-24

25-28

29-32

Note:

Typical Raw Data For Analyses

e tion of Raw ta fo sis
Typical chromatographic parameters for LC analyses.

Typical chromatographs of 50, 100 and 200 pg standards of BH 9048-A
and BH 9048-AME.

Typical standard curves for 50, 100 and 200 pg amounts of BH 9048-A
and BH 9048-AME.

Typical chromatograms of a control soybean grain sample.

Typical chromatograms of a control soybean grain sample fortified
with 0.02 ppm and 0.20 ppm of BH 9048-A.

Typical chromatograms of a control soybean grain sample fortified
with 0.02 ppm and 0.20 ppm of BH 9048-AME.

Description of Raw Data for GC Analysis

Typical chromatographic parameters for GC analyses.

Typical chromatograms of 5, 10, 20 and 30 pg standards of BH 9048-ME.
Typical standard curve for 5, 10, 20 and 30 pg amounts of BH 9048-ME.
Typical chromatograms of a control soybean grain sample.

Typical chromatograms of a control soybean grain sample fortified
with 0.02 ppm and 0.20 ppm of BAS 9048 H,

Typical chromatograms of a control soybean grain sample fortified
with 0.02 ppm and 0.20 ppm of BH 9048-ME.

All chromatograms except those shown in Figures 2-4 are printed with
a relative y-scale. The y-scale is from 0 to 1002 of the largest
peak in the chromatogram. The absolute range in uV is given below
the chromatogram as "Y minimum" and "Y maximum”. The standard
chromatograms in Figures 2-4 were plotted with an absolute scale to
allow a visual comparison of the peak heights at different amounts
of BH 9048-A and BH 9048-AME.
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Figure 1.- Typical chromatographic parameters for 1liquid chromatography

analyses.
PE NO : 25/0! PUMF/CONTROLLER NO : 90 PUMP2 NO :
DETECTOR NO : 364 AUTOSAMPLER NO : 164 INJ VOL ul : 100
DATA SYET NO : INIT FLOW ml/min ¢ 1.00

INIT MOBILE PHASE : 75% ACN + 25% (2.5% AcOH IN MILLIPORE WATER}

COL { TYPE : NUCLEDSIL S Ci8 100A .
COL 1 ID mm : 4.60 COL1 LENGTH mm : 250

GRADIENT %/min : - FINAL FLOW m)/min 1@
FINAL GRAD MOB PHASE :
COL SWITCHING WINDOW :

2ND MOBILE PHASE :
COL 2 TYPE : COL 2 SERIAL NO :

FLOW 2 ml/min : COL 2 1D mm : COL 2 LENGTH mm :
DETECTOR WAVELENCTH : EX3S0EM420

COMMENTS | : COL 1 S/N 50203
COMMENTE 2 1 PE FLUORESCENCE DET, MODEL #% LC240 IN THE FLUOR. MODE

COMMENTS 3
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Figure 2. - Typical chromatogram of 50 pg standard of BH 9048-A and BH 9048-AME.
Master sheet 92161-8.

SAMPLE NO.: 108410 .@4 INSTRUMENT: 23
VEST NO.: Loess BATE TINE! ©6-03-93 15144136
METHOD HO.31 L5045 - L9048 PAGE NO.: @1

67000 1 .

66300

65600

64900

64200

63300

62800

62100

61400

50700

co00s 1 ' ' ' ' ; ' ; ' ' 1

©.80  1.20 2.40 3.60 4.86 6.90 7.26 5.46 9.60 10.6h 12.00
RETENTION TIME (MINUTES)
Y MAXIMUM:  67000. START TINE: © @.00
Y MIHINUM:  GcoB0e. END TIME: 12.00
PERKIN-ELMER LINS 2008-/3 BASF RTP, NC 06,09/93 09127120
MULTILEVEL EXTERNAL STANDARD
SAMPLE: 108410 .04 . INST325 VIAL: & SEQ NUNBER:081
TEST : L9948 DATE-TINE COLLECTED : 86/83/93 13144136
COLLECTION TIME : 11.96 MTE-TINE PROCESSED : 06/83/93 15358134
METHOD: L9848 / L9048 AHALYST: U2SS17 SANP RATE: 3.13
30PG STND

SAMPLE WT : 1.0000 STANDARE NT : $50.0800 IHLUTIU\F“CTOR t  1.0080
PK RY GR  COMPONENT RRT RESPONSE PEAK HEIGHT
NO NINUTES MO NAME NINUTES FACTOR n HEIGHT RESULT
804 S.183 N ACIF NH2 3.103 T 18490
010 9.24B B ACIF NHZ NE 9.248 17917
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Figure 3. - Typical chromatogram of 100 pg standard of BH 9048-A and
BH 9048-AME. Master sheet 92161-8.

SAMPLE NO.: 108411 .04 INSTRUMENT: 25
TESY NO.: L9o4e DATE TIME: 06,0393 15:39:22
METHOD NOC.: L9048 - L9048 PAGE NO.: @1

6700Q

66300

65600

s4900

64200

63500

62800

62100 ) A

61400

ce7ee

60000

©.00 1.20 2.40 3.60 4.80 6.00 7.20 8.40 9.60 10.80 12.00
RETENTION TIME (MINUTES)
Y MAXIMUM: 67000, START TIME: o.00
Y MINIMUM:  60000. €ND TINE: 12. 00
PERK IN-ELMER LINS 2000/ D ASF RIP, NC 86/983/93 22:16326
MULTILEVEL EXTERNAL STANDARD
SAMPLE: 168411 .84 INSTI2S VIAL: @ SEQ WUMBER: 802
TEST : L5048 DATE-TINE COLLECTED : 86/93/93 15:159:22
COLLECTION TINE ¢ 11.96 DATE~TINE PROCESSED : 96-/03/93 16113330
HETHOD: L9048 - L9848 ANALYST! U23517 SAMP RATE: 3.13 .
100PG STHD

SAMPLE MT : 1.0000 STANDARD HT :100.0000 BILUTION FACTOR t 1.6000
PX RT GR  COMPONENT RRT RESPONSE PERK HEIGHT
N0 MINUTES HO  NasE - NIMUTES FACTOR BL  HEIGHT RESULT
004  S.101 M ACIF NH2 S.101 T 34643
018  9.224 B ACIF WH2 KE 9.224 33841
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~ Figure 4.- Typical chromatogram of 200 pg standard of BH 9048-A and
BH 9048-AME. Master sheet 92161-8.

SAMPLE HO.: 108412 .04 INSTRUMENT: 2S5

TEST MO.: L9648 DATE ?IHEI 06/03793 16143142

METHOD MO.: LS04& -~ L9O4S PAGE 10,1 o1

c7e00 I
66300 1 }
65600

64900

64200
63369

62800 %

N 62100

61400

60709

3 :
T ]

M 3 4 +
Y T

600008 ! v ¥

0.00 1.20 2.40 3.60 4.80 6.060 7.2; 8.490 9.60 16.80 12.00
RETENTION TIME (MINUTES)

Y maxImum:  é7eee. : START TIME: .00

Y MINIMUM: 60080, ? EHND TIME: 12,00

PERKIN-ELMER LINS 2000/3 DASF RTP, NC 8670393 22118151
MULTILEVEL EXTERNAL STANDARD

INST125 VIAL: @ SEQ NUNBER:9€3

SAMPLE: 108412 .04
PATE-TINE COLLECTED : 06/03/93 16143142

TEST : L9048

COLLECTION TIME ¢  11.96 DATE-TINE PROCESSED : 96-83/93 16:38:13
NETHOD: LS@48 / LS@4B ANALYST: U25317 SoNP RATE: 3.13
200PG STHD

SAMPLE MT & 1.0000 STANDARD WT 1200.0009 DPILUTION FACTOR : 1.0000
PX . RT GR ~ CONPOMENT RRT RESPONSE PEAK HEIGHT

- HO-- WINUTES-HO----NAKE .- ------ - NINUTES -FRCTOR  BL - HEIGHT RESULY
984  3.094 M ACIF NH2 5.094 T 672133
@09  9.237 M ACIF WH2 ME 9.237 v 63719

130852

70
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BASF Method

Figure 5. -

No. D9205

Typical standard curve for 50, 100 and 20

Master sheet 92161-8.
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0 pg amounts of BH 9048-A.

Signal

67983
’SéSGS
S7946
32926
479067
42867
37867
32848
27828
22803

17789

PERKIN-ELMER LIMNS 2000-B

User ¢ STEVEN KLOSE
Master sheet: A92161D8

B A S F RTP, NC CALCULATION
Slopse : 6.3037E-62
Intercept t -6.214

feport date : @5/83,/93 21:56185

Order of Reg: 1

Correlation coeff.3 ©.9996
Standard deviations 1.414

48.16 63.5 78.84 94.19

ACIF NH2 = Slope % Signal + Intecert

109.3

124.9 140.2 155.6 170.9 186.2 201.6

C(PG)
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Figure 6.-
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Typical standard curve for 50, 100 and 200 pg amounts of
BH 9048-AME.

Signal

6478

60047

PERKIN-ELMER LINS 2000-B

User : STEVEN KLOSE
Haster sheet: A921¢1D8

keport date t 86-03/93 22:00:22
Order of Reg: 1

P A S F RTP, NC CALCULATION
Slope : 8.3216E-02
Intercest : ~7.318

Correlation coeff.t 09,9996
Standard deviation: 1.363

50564

435823

41081

36339

31598

26836

221135

17373

48.36 63.61 78.86 94.11 109.4

ACIF NH2 ME = Slope I Signal * Intecest

124.6 139.9 1S5.1 178.4 185.6 200.9

PG
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~ Figure 7.-
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Typical chromatogram of a control soybean grain sample. Sample
number 92940-1, lab code 108400. The sample weight injected was
4.0 mg. The sample contained <0.02 ppm equivalents of BH 9048-A and
BH 9048-AME.

SAMPLE NO. 1 163408 .02 INSTRUMENT: 2S

TEST NO.: L9e48 DATE TIME: Q6-83/93 16t14:16

METHOD NO.: 195048 ~ L9048 PAGE NO.:3 a1

20.00

17.980

15.80@

13.70

11.6@

9.586

7.40

S.30

3.20

+ i n 1
T T T t

: n + 4
T ¥ T Y

-1.00 T

.09 1. 3.60 4.80 6.00 7.20 8.40 9.60 10.80 12.09

RETENTION TIME (MINUTES)

¥ HAXINUNE 69977, START TIME: @.00

Y HIMIMUM: $9633. ° END TIME: 12.99

PERKIN-ELMER LINS 2000/3 3ASF RIP, NC 06703/93 22:94:34

EXTERNAL. STANDARD

SAMPLE: 109400 .82 INST:25 VIAL: @ SE@ NUMBER:083
TEST t L9048 DATE-TINE COLLECTED : 06/03/93 16114216
COLLECTION TIME : 11.96 DATE-TINE PROCESSED : 06,/83/93 17:101:00
BETHOD: L9048 / L9048 ANALYST: U25317 SAMP RATE:  3.13
CONTROL#L

SANPLE HT : 20.0000 STANDARD HT : 1.68000 DILUTION FACTOR : 16.0000
PK RT °  GR  COMPOMENY - RRT RESPONSE PERK HEIGHT
HO HNIMUTES NO  RadE MINUTES FACTOR BL  HEIGHT RESULT

S.108 M ACIF NH2 S.100 1.00000

5.309 ¥ ACIF HH2 ME 5.300 1.08809

e 0.000
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Figure 8.- Typical chromatogram of a control soybean grain sample. Sample

number 92940-1, 1lab code 108401. The sample weight injected was

4.0 mg. The
B 9028-AME, sample contained <0.02 ppe equivalents of BH 9048-A and

SAMPLE NO.: 168401 .8z INSTRUMENT: 25

TEST NO.: L9048 DATE TINE: 86-/03-93 16128146

METHOD NO.3 LSG4B - L9648 PAGE HO.: (.3}

ze.e8 T

17.90

15.80

13.790

11.68

$.58

7.49

S.30

" 3 i
v ¥ ml

" $ Y
T T

-1.00 ¢ ¢

!

R—Y
T

8.00 1.29 2.49 3.69 4.90 6.90 7.20 ?8.40 9.60 10.8@ 12.00

RETENTION TIME (MINUTES)

Y MAXINUM: 70038. é START TIME: B.00
Y MINIMUMNG  S9712. END TIME: 12.00
PERKIN-ELMER LINS 2000-3 3 ASF RIP, NC 856/83-,93 22:083:48
MLTILEVEL EXTERNAL STANDARD
SANPLE: 108401 .92 INST123 VIALY © SEQ NUMBER: 004
TEST 3 L9048 DATE-TINE COLLECTED : 06,8393 16328346
COLLECTION TIME @ 11.96 DATE-TIME PROCESSED : 86-/083793 16142:352
HMETHOD: 19948 ~ L9848 ANALYST: U258517 SANP RATE:  3.13
CONTROLS2
SAMPLE WT : 28.0608 STANDARD WT : 1.000e DILUTION FACTOR : 10.0000
(43 RT . GR  COMPONENT . RRT RESPONSE PERK HEIGHT
HO NINUTES HO  HAME NINUTES FARCTOR  BL  HEIGHT RESULT
202 4.630 N ACIF MH2 4.630 v 6969
9.308 N ACIF NH2 NE 9.386



BASF Method No. D9205 Page 47 of 70

Figure 9.- Typical chromatogram of a control soybean grain sample fortified
with 0.02 ppm of BH 9048-A (the quantitation limit). Sample number
92940-1, lab code 108402, The sample weight injected was 4.0 mg.
The sample contained 53.7 pg of BH 9048-A which is equivalent to

0.013 ppm of BH 9048-A.

Recovery of BH 9048-A: 67%

) SAMPLE HO.: 108402 .82 ITHSTRUMENT: 25

TEST HO.: L9048 DRTE TIME: ©6-83-93 16:358:58

METHOD NHO.: L9048 - L9G48 PAGE NO. : o1

20.00

17.90

15.80

13.70

11.60@

9.30

V.40

3.20

+ N + 3 " 3 + : " rl
T T \J L) T T =T T T t

-1.80

9.00@ 1.20 2.40 3.60 4.80 6.90 7.20 8.40 9.60 10.89 12.090

RETENTION TIME (MINUTES)

¥ MAXIMUM:  78087. START TiME: e.00
¥ MINIMUM: $9668. END TIME: 12.00
PERKIN-ELMER LINS 2008/) ’ BASF RIP, NC 06/03/93 22:96:97
MULTILEVEL EXTERMNAL STANDARD
SAMPLE: 108482 .02 INST$2S UIAL: @ SEQ HUNBER:€06
TEST s L9048 DATE-TIME COLLECTED : 86/03/93 161568:58
COLLECTION TINME 11.96 DATE-TINE PROCESSED t @6-/03/93 17113:2%
NETHOD: 19648 7 L9048 ANALYST: V25317 SAMP RATE? .13
. +O2PPH ACIF-NH281
SAMPLE WT : 20,0000 STANDARD WT : 1,000 DILUTION FACTOR : 1€.0808
PK  RT  GR  COMPONENT RRT  RESPONSE PEAK HEIGHT
HO HMINUTES NO  NAME * MINUTES FACTOR BL  HEIGHY RESULT
003 4.653 4.653 1.0008E480 T 6413  3206.%63
04 $.858 M ACIF NHZ2 5.050 T 19608
9.360 M ACIF NHZ ME 9.300

26021  3.207E+3
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Figure 10: Typical chromatogram of a control soybean grain sample fortified
with 0.02 ppm of BH 9048-A (the quantitation limit). Sample number
92940-1, lab code 108403. The sample weight injected was 4.0 mg.
The sample contained 62.8 pg of BH 9048-A which is equivalent to

0.016 ppm of BH 9048-A.

Recovery of BH 9048-A: 79%

SAMPLE HNO.: 168403 .02 INSTRURENT: 25

TEST HO.: L9048 DATE TIME: ©6-/703-93 17t14:1S

METHOD MO.: L9048 - L5048 PAGE NO.13 o1

20.00 {
17.5@
15.80
13.70

11.60

s.50

S.38

3.20

4 s N 3 n 5
¥ T T T v T 1

-1.09 t 4 M

2.00 1.20 2.49 3.60 4.80 6.00 ?.20 8.40 9.60 106.80 12.00

RETENTION TIME (MINUTES)

Y MAXIMUM: ?0117. START TIME: 8.0
Y MINIMUM: 59806, END TIME: 12.00
PERKIM-ELMER LINS 2088-3 BASF RTP, NC 96703793 22:00:98
MWILTILEVEL EXTERNAL STANDARD
SANPLE: 188403 .92 INST:2S VIAL! O SEQ NURBER: 007
TEST t L9048 DATE-TINE COLLECTED : 96-03/93 17t14:15%
COLLECTION TINE : 11.96 DATE-TINE PROCESSED : 96,83/93 17128:81
METHOD: L9948 / L9948 ANALYSTT U25517 SAMP RATE: 3,13
.O2PPN ACIF-NH282
SANPLE WT : 20.0000 STANDARD HT : 1.8008 DILUTION FACTOR : 10.0000
PK RT . GR CONPONENT . RRT RESPONSE PEAK HEIGHT
NO MINUTES NO  HAME NINUTES FACTOR BL  HEJGHT RESULT
883 S5.099 B ACIF NH2 5.09% T 22595
9.300 N ACIF NH2 ME 9.3e0

22393
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N— Figure 11. Typical chromatogram of a control soybean grain sample fortified
with 0.20 ppm of BH 9048-A. Sample number 92940-1, lab code 108406.
The sample weight injected was 0.8 mg. The sample contained
139.9 pg of BH 9048-A which is equivalent to 0.175 ppm of BH 9048-A.

Recovery of BH 9048-A: 87%
SAMPLE HNO.t 108406 .2 INSTRUMENT: 25
TEST HO.: L9048 - DATE TIME: 06-83-93 18145122
METHOD NHO.: LS048 - L9648 FPAGE NO.: o1
20.00 T ("} 1.
17.90
15.80
13.790
v
11.60
9.%0
7.40
3.30
N’
3.20
4
1.10
roe 1 + + 4 + t t t t t |
2.00 1.20 2.40 St.se 4.90 €.00 7.20 8.40 9.606 19.80 12.60
: RETENTION TIME (MINUTES)
Y naxinum: 70876, START TIME: .00
Y MINIMUMT 59764, : END TINE: 12. 00
T PERKIN-ELMER LINS 2009/ 2ASF RIP, NC 06-03/93 22110120
NULTILEVEL EXTERNAL STAHDARD
SAMPLE: 108485 62" T e o0 - INST225 WIALH O SEQ NUMBER: QL
TEST : L9048 ’M’E'TIHE COLLECTED ¢ 06/83-93 18:45:22
COLLECTION TIME :  11.96 BATE-TINE PROCESSED : 96/83/93 19180119
HETHOD: L9048 + L9048 ANALYST: U25517 SAMP RATE:  3.13
«2PPN ACIF~-NH201
SAMPLE WT : 20.8000 STAMDARD MT 1 1.0000 DILUTION FACTOR : S6.6ape
PX RY GR  COMPONENT RRT RESPONSE PEAK HEIGHT
NO  MINUTES HO  NANE HWIMUTES FACTOR BL  HEIGHT RESULT
903 35.882 N ACIF NM2 5.982 47904
9.369 1 ACIF NH2 NE 9.300
YR
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' in sample fortified
< ical chromatogram of a control soybean gra
Figure 12 mh 0.20 ppm of gH 9048-A. Sample number 92940-1, lab code 108407.

le contained
The sample weight injected was 0.8 mg. The samp
140.0 ng of BH 9gOl;8-A which is equivalent to 0.175 ppm of BH 9048-A.

Recovery of BH 9048-A: 88%

SaMPLE HO.: 108407 .02 INSTRUNENT: 23S

TEST HO.: L9848 . DATE TIME: 86-03/93 19:01:98

TETHOD NO.: L9048 - L9948 PAGE NO.: (3]
28.09 [ "

17.906
15.8@ }
13.70

11.60

9.%0

+ N N 1
+ } + + J

-1.00 '
©.99 1.20 2.40 3.60 4.80 6.00 7.20 8.40 9.60 10.80 12.00

RETENTION TIME (MINUTES)

.00
Y MAaxX[mum: 78097, START TIME: [ ]
- .90
Y MINIMUM: 39794, END TIME: 12
PERKIN-ELMER LINS 2000.3 BASF RIP, e €6,03,93 221111035
MULTILEVEL EXTERNAL STANDARD
SAWPLE: 108487 .82 INST123 UIAL: @ SEQ NUMBER:e1«¢
TEST & (9848 BATE-TINE COLLECTED : 96.83/93 19:01180
COLLECTION TINE ¢  11.96 DATE-TINE PROCESSED : 96,0393 19:16:2¢
METHOD: L9648 ~ L9948 ANALYST: U25517 SAMP RATE: 3,13
+2PPN ACIF-NH282
SANPLE MT : 20,0000 STAMDARD NT :  1.0000 PILUTION FACTOR : 59.60000
PK  RT GR  COMPONENT RRT  RESPOMSE PEAK HEIGHT
NO MINUTES NO  NAME NINUTES FACTOR BL  HEIGHT RESULT
833 3.898 M ACIF N2 5.098 T 47923
9.300 M ACIF NM2 ME 9.380

47823
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Figure 13-

Typical chromatogram of a control soybean grain sample fortified
with 0.02 ppm of BH 9048-AME. Sample number 92940-1, lab code
108404. The sample weight injected was 4.0 mg. The sample
contained 74.4 pg of BH 9048-AME which is equivalent to 0.019 ppm of

BH 9048-AME.

Recovery of BH 9048-AME: 79%

SAMPLE NO.: 108464 .02 INSTRUMENT: 23

TEST HO.:: L5048 DATE YIME: ©6-03-/93 17t43:152

METHOD HO.: (L9048 - L5048 PAGE WO.: o1

29.00 "
17.90
135.80

13.70

11.60 :
9.58
7.49

s.30 !

3.20 !

— $ 3 + + 3 + n 3 —
™ T L T T L4 T T =t —

;o.oa 1.26  2.40  3.60 4.80 6.8¢ 7.20 ©.40 9.60 190.80 12.00
RETENTION TIME (MINUTES)

Y MAXINUM:  70124.

START TIME: 9.99
¥ nINInUM: 39813, END TIne: 12.00
PERKIN-ELNER LINS 2000/} BASF RTP, NC 96/03/93 221081952
AULTILEVEL EXTERNAL STANDARD
SAMPLE: 188404 .02 I
NST:2S viaL: @ SEQ NUMBER: 889
TES coLL
coLZEéT%g:‘g[ﬂE . 1.96 BATE-~TINE ECTED : 06-03/93 17143:52
RN s . DATE-TIRE PROCESSED : 96/,83,93 17:59:19
4 8 - L9848 ANALYST: y25517 SANP RATE: 3.13
-Q2PPN ACIF-NH2-MES )
SAMPLE HT : 26.6600 STANDARD KT : 1,9000 BILUTION FACTOR : 10.0000
PK RT ' GOR COMPONENT - RRT RESPONSE
HO MINUTES NO  MANE HINUTES FaCTOR iy ettt
882 4.616 N ACIF NH2 4.616 .% 25;?“1 RESULT
e8? 9.287 M ACIF NH2 ME 9.207 T 25454



BASF Method No. D9205 Page 52 of 70

Figure 14: Typical chromatogram of a control soybean grain sample fortified
with 0.02 ppm of BH 9048-AME. Sample number 92940-1, lab code
108405. The sample weight injected was 4.0 ng. The sample
contained 75.3 pg of BH 9048-AME which is equivalent to 0.019 ppn of

BH 9048-AME.
Recovery of BH 9048-AME: 93%
SAMPLE NO.: 108405 .62 INSTRUMENT: 25
TEST HO.1 Lse4s . DATE TIME: $6-€3-93 17139107
METHOD NO.: L9048 - 19848 PAGE NO.: @1
20.00
17.90
15.80
13.70
" 11.60
9.3
7.40
s.30
3.20
1.18
. R . . . s . ) 3
-1.088 L L4 Li ¥ ¥ L LA LA Li L
6.90 1.20 2.4 3.60 4.80 6.8 7.20 B8.40 9.60 10.90 12.00
RETENTION TIME (MINUTES)
¥ MAXIMUW: 70143, | ) START TIMES 0.00
¥ MIHIWUM: 39836, | END TIME: 12.00
PERKIN-ELMER LINS 2000/3 DASF RTP, NC 06793793 22109136
MULTILEVEL EXTERNAL STAMNDARD
SAMPLE: 108403 .02 INST:235 VIAL: @ SEQ NUMBER:D10
TEST & L9948 DATE-TINE COLLECTED : 86-03/93 17:359:107
COLLECTION TIME : 11.96 DATE-TINE PROCESSED : 06-03/93 18:13:29
NETHOD: L9948 - L9948 ANALYST: U23317 SANP RATE! 3.13
+O2PPH ACIF-NM2-NEN
SAMPLE WT : 20.0€00 STANDARD HT : 1.0000 BILUTION FACTOR : 10.0800
PK RY GR  CONPONENT RRT RESPONSE PEAK HEIGHT
NO MINUTES NO  NANE WINUTES FACTOR BL  HEIGHT RESULT
802  4.639 M ACIF NH2 4.639 U 6084
@08  9.207 M ACIF NH2 NME 9.207 T 25748

31824
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N— Figure 15. Typical chromatogram of a control soybean grain sample fortified
with 0.20 ppm of BH 9048-AME. Sample number 92940-1, lab code
108408. The sample weight injected was 0.8 mg. The sample
contained 149.0 pg of BH 9048-AME which is equivalent to 0.186 ppm
of BAS 9048-AME.

Recove of BH 9048- :
SAMPLE MHO.: 168408 .82 ry !NS?@U&E’&‘I’E! " 23 931
TEST NO.: L9048 DATE TIME:? 96-/83793 19132144
METHOD NO.: L9048 - L9048 PAGE ENO. T [-3%
20.00 ] '1
17.906
N 15.80
13.70
11.60
9.%50
7.40
5.30
\/' 3.20
1.19
roa 1 + + 4 + 4 + + + + ~
9.00 1.20 2.49 3.690 4.80 6.00 7-‘.‘:9 8.40 9.60 10.80 12.00
RETENTION TIME (EHINUTES )
A /'3'
Y MAXIMUM: 70151, ,-"" START TINE: °.0@
Y MINIMUM: S59864. END TINE: 12.00
PERKIN-ELMER L1INS 2000/B BASF RIP, NC 06/83/93 22111149
o MULTILEVEL EXTERMAL STANDARD
SAKPLE: 108408 .02 INST125 VIAL: © SEQ NUMBER:816
TEST : L984e BATE-TINE COLLECTED 3 660393 19332144
COLLECTION TINE @ 11.96 DATE-TINE PROCESSED : 067/83/93 19147336
METHOD: L9048 - L9648 ANALYST: U2S517 SANP RATE: 3.13
.2PPH ACIF-NH2-RESL
SAMPLE WT : 20.0000 STANBARD MT 3 1.0000 DILUTION FACTOR : 30.0089
P RT GR  CONPONEWT RRT RESPONSE PEAK HEIGHT
HO MINUTES NO  NAME NINUTES FACTOR BL  HEIGHT RESULT
S.100 M ACIF WHZ 5.1080
-19) 9,225 W ACIF NH2 ME 9.223 T 48632
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Figure 16. Typical chromatogram of a control soybean grain sample fortified
with 0.20 ppm of BH 9048-AME. Sample number 92940-1, lab code
108409. The sample weight injected was 0.8 mg. The sample
contained 140.0 pg of BH 9048-AME which is equivalent to 0.175 ppm
of BAS 9048-AME.

Recovery of BH 9048-AME: 88%
SAMPLE NO.1 106409 .02 IHSTRUMENT: 25
TEST HO.1 Loe4e ) DATE TIME: ©6-83-93 19:48:29
METHOD NO.: L9048 - L9@48 PAGE NO.:  B1
ze.00 { (“‘
17.90
15.80
13.70
1t.6e T $
"~ s.50 n
7.40
s.30
a.ze
1.10
N + ) A . . 4 . {
—i.00 } t + } + + + + + -4
©.06 1.20 2.40 3.66 4.86 6.80 7.20 B8.40 $.60 10.8¢ 12.00
RETENTION TIME (MINUTES):
Y naxinun:  7ee78. START TIME: e.00
Y MININUM:  $9768. END TIME: 12.00
PERKIN-ELMER LINS 2000/ 3ASF RTP, KL ~ 06-93/93 22112134
MULTILEVEL EXTERMAL STANDARD
SAMPLE: 1084089 .92 INST325 VlAL: @ SEQ NUMBER:017
TEST 3 L9048 DATE-TINE COLLECTED : 06-83/93 19:48:29
COLLECTION TIME : 11.96 DATE-TIME PROCESSED : 06-03-/93 20:03:154
METHOD: L9B4B + L9848 ANALYST: UZS317 SANP RATE:  3.13
«2PPN ACIF-HH2-NER2
SANPLE MT : 20.0000 STANDARD WT : 1.0000 BILUTION FACTOR : 50.0000
PX RT ° GR  COMPOMENT ~ RRT RESPONSE PEAK HEIGHT
NO NINUTES NO  NANE MINUTES FACTOR Bl  HEIGHT RESULT
S.180 M ACIF NH2 S.108
889 95.228 M ACIF NM2 ME 9.228 45662



BASF Method No. D9205

Figure 17
PE NO : 15 BASF NO : 0017
COL PHASE : DB-S
IDmm : 0,32 LENGTH m : 30.0
SUPPORT :
CARRIER ID : HE CARRIER

SPLIT OFF min :

INLET € :+ 250 AUXILIARY C

OVEN INIT C
RATE 2 C/min : 30.90 OVEN 2 C
RATE 3 C/min : 30.0 OVEN 3 C
RATE 4 C/min : OVEN 4 C

DETECTOR : ECD

MAKE-UP mi/min 27

HYDROGEN ml/min

COMMENTEL : ATTENUATION=32 RANGE=10
COMMENTS2 : SPLITLESS INJECTION

Page 55 of 70

Typical chromatographic parameters for gas chromatography analysis.

APPARATUS : VARIAN 3600 GC W/ ECD
’ COL SERIAL NO : 2548537A

FILM um : 1,00
MESH 1@
PEI FLOW m}/min : 3.1
SPLIT RATIO : NONE
] INJd VOL ul ¢ 1,0
T 130 INIT HOLD TIME : 0.5
v 250 HOLD TIME 2 : 6.0
: 290 HOLD TIME 3 1.0

HOLD TIME 4 :
DETECTOR € : 300
AIR mli/min

OXYGEN ml/min :

AUTO ZERO ON
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~— Figure 18.- Typical chromatogram of 5 pg standard of BH 9048-ME. Master sheet
92161-8.

SAMPLE MHO.3: 108477 .@1 INSTRUMENT: 13

TEST NO.:3 BLAZE DATE TIMES ©6-06-93 14147120

METHOD NO.: BLAZE - BLAZE PAGE HO.:3 a1l

Y

9.00
e.80

7.990

S.00

4.00 [ L

3.00

= i

$ n 4 + 1 n
Y T T T ¥ ¥ ¥

9.090 1.39 2.69 3.90 S.20 €.50 7.80 9.10 10.40 11.79 13.00

RETENTION TIME (MINUTES)

Y MAXIHUN: 51389, START TIME: e.00

Y MINIMUM: 49968, END TIME: 13.00
- PERKIN-ELMER LINS 20008 BRSF RTP, NC 06/87/93 11104321

MULTILEVEL EXTERNAL STANDARD

SANPLE: 109477 .61 INST:15 VIAL: @ SEQ NUMBER: 001

TEST : BLAZE DATE-TINE COLLECTED ! 86/86/93 14147129

COLLECTION TIME :  13.00 ... DATE-TINE PROCESSED : 86/86/93 15:00:34

HETHOD: BLAZE - BLAZE T CUUANALYSTY U25317 T TSANP RATES  12.58

3PG STND

SAMPLE NT : 1,000Q STANDARD WT : S.0080 DILUTION FACTOR : 1.0008

PX RT GR  COMPONENT ’ RRY RESPONSE PEAK HEIGHT

NO MINUTES NO  NAME MIKUTES FACTOR BL  HEIGHT PG

803  9.767 M ACIFLUORFEN-METHYL 8.767 T 3312

3512
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Figure 19.
92161-8.

SAMPLE NO.: 108478 .01

TEST NO.:* BLAZE

METHOD HO.: BLAZE -~ BLRZE

19.00 { [

9.00
8.00
7.08
6.00

3.00

4.00

3.00

2.00
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Typical chromatogram of 10 pg standard of BH 9048-ME. Master sheet

THSTRUMENT: 1%

PATE TIMET 06-06-93 15103137

FARGE NO.: et

<+

N
e.00 Y

3.99 J.20

9.1 16.49 11.70 13.90

RETENTION TIME (MINUTES)

Y MAXInumn: 31273,

¥ RMINIMUM: 49967,

BASF RTP, NC
MULTILEVEL EXTERNAL STANDARD

PERKIN-ELMER LINS 20803

START TIME: .00

END TINME: 13.00

06/87-93 11:09:31

SAMPLE: 108478 .01 INST21S UIAL: @ SEQ NUMIER:902

TEST 2 BLAZE DATE-TINE COLLECTED * 06-/96-93 13105337

COLLECTION TIME 13.00 DATE-TINE PROCESSED : €6/96-93 15:18:5€

HETHOD: BLAZE - BLAZE ANALYST: U25S17 SANP RATE: 12.50
16PG STND

SANPLE MT : 1.e900 STANDARD WT : 10,6000 DILUTION FACTOR : 1.6008

PK RT GR  COMPONENT RRT RESPONSE PEAK HELIGHT

HO MINUTES NO  NANE ) WINUTES FACTOR BL  HEIGHT PG

881 8.771 M ACIFLUORFEN-METHYL 8.771 T S783 8.995

b o3

£.20¢
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o3

GP®  GROUP NAME
"

8.791 M ACIFLUORFEN-METHYL

~- Figure 20.. Typical chromatogram of 20 pg standard of BH 9048-ME. Master sheet
92161-8.
SAMPLE MO.:3 1908473 .0 INSTRUMENT: 15
TEST MO.s BLAZE DATE TIME: 96-06-93 19157313
METHOD NO.: BLAZE - BLAZE FAGE NO.:@ o1
25.09
22.3%0
- 26.08 A
h
17.50 |
1%5.00
12.50@
19.00
7.5 ]
3.00
H
2.58
o. 00 + t + { i +—t t +——
9.99 1.3¢ 2.60 3.90 S.20 €.358 7.80 9.10 10,49 11.70 13.00
RETENTION TIME (MINUTES)
A d ¢ MAXIMUNM: 32839, START TIME: 9.00
Y MINIMUM: 49933. END TINE: 13.89
PERKIN-ELMER LIMS 2000/B BRSF RTP, NC 06/07/93 11207140
EXTERMAL STANDARD
- SAMPLE: 188479 .82 INST:13 VIAL: 8 SEQ@ NUMBER:8l7
TEST & BLAZE DATE-TIME COLLECTED : 86/66/93 19:57115
COLLECTION TIME : 13.00 DATE-TINE PROCESSED : 96-07/93 10:27:42
RETHOD: BLAZE ~ BLAZE ANALYST: 23517 SANP RATE: 12.56
20PG STND
SAMPLE NT 1 1.0e90 STANDARD NT @ 20.90080 DILUTION FACTOR : 1.€008
PK RT GR  COMPONENT RRT RESPONSE PERK HEIGHT
NO MINUTES MO  NAME MINUTES FACTOR BL  NEIGHT PG

8,791 1.0000E+8 T 14309  2.862E+S

14389 2.8619E+S

<

GROUP REPORT - 109479
MEIGHT
PG

.82

286190.100
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~ Figure 21.- Typical chromatogram of 30 pg standard of BH 9048-ME.
92161-8.

SAMFLE HO.1 1868460 .02 INSTRUMENT: 1S
TEST HO.» BLAZE DATE TIME: @6-06-93 20:1%5:129

METHOD HO.: BLRZE - BLAZE PAGE NO.1: [ 3}
25.00

22.30
20.00
17.589
15.00
12.3e
19.00

7.5@

5.00

|
2.50 H

__J L

i 3 i
2.08 ¥ 1 T -t T T T

9.09 1.30 2.69 3.90 S.208 6.3@ 7.89 9.1 10.40 11.70 13.09

RETENTION TIME (MINUTES)

-
Y MAXTIHUM: 51981, STARYT TINE: 6.00
Y MININUN: 49949, END TIME: 13.00
PERKIN-ELMER LINS 20803 BASF RIP, NC " 96,67,93 11:08:37
e EXTERNAL STANDARD
SAMPLE: 108488 .02 INST:15 VIAL: @ SEQ NUMBER:818
TEST @ BLAZE DATE-TIME COLLECTED 3 96-86/93 2811329
COLLECTION TIME 3 13.09 DATE-TINE PROCESSED : 06-/07/93 10:29129
METHOD: BLA2E + BLAZE : ANALYST: U25317 SAMP RATE: 12,56
30PG STHD
SAMPLE WT : 1.8008 STANDARD NT 1 30.000@ DILUTION FACTOR : 1.0680
PX RT  GR  COMPONENT RRT  RESPONSE PEAK HEIGHT
NO MINUTES NO  NAME MIRUTES FACTOR BL  HEIGHT PG

884  3.787 M ACIFLUORFEN-METHYL 8.787 1.0000E+0 T 19395 5.018E+S

“T19395 5.e18eges
GROUP REPORT - 108489 .92
HEIGHT
GPE  GROUP NAnE P
L] 501841.100

Master sheet
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Figure 22. Typical standard curve for 5, 10, 20 and 30 pg amounts of
BH 9048-ME. Master sheet 92161-8.

PERKIN-ELMER LINS 2000-/B BASF RTP, NC CALCULATION
User T STEUEN KLOSE Slope 1 8.1573E-02
Master sheet: WIZIE61BS Intercept : -.2423
Peport date @ 06-07-93 1031350339 Correlation coeff.: 0.9873
Signal Order of Reg: 1 Standard deviation: 1.252
19395
o
178a?
16218
14630
q
13042
o
11454 /
9863
e27?
6689
/
s100
3512
S.e ?.327 10.63 12.96 15.11 17.64 208.16 22.69 25.22 27.74 230.27
ACIFLUORFEN-METHYL = Slope 3 Signal + Intecert (€X' D]
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Figure 23. Typical chromatogram of a control soybean grain sample. Sample
number 92940-1, lab code 108467. The sample weight injected was
1.0 mg. The sample contained <0.02 ppr equivalents of BH 9048-ME.

SAMPLE NO.: 108467 .01 INSTRUMEKT: 15
TEST MO.3 BLAZE . DATE TINE1 ©6-06-93 151413542
MEYHOD MO.3 BLAZE - BLAZE PAGE NO.: 01

42.00

4ar.s50 ]

41.00

40,30

48,00

39.50

39.00

38.58 ]

38. 00 -

37.50

s . . . : N " . . .
37.90 t + + + + + 4 + -+ —
.00 1.36 2.60 3.98 3.20 6.38 7.680 9.10 16.48 11.78 13.00
RETENTION TIME (MINUTES)
Y MAXIMUM: 33186, START TIME: e.e0
Y MINIMUR:  48668. END TINE: 13.00
PERKIN-ELNER LINS 2099/3 BASF RIP, W 86707793 11:19:0)
EXTERNAL STANDARD
SaNPLE: 108467 .61 INSTS 13 UIAL! @ SEQ NUNDER:603
TEST * BLAZE DATE-TINE COLLECTED : 86-86/93 15141242
COLLECTION TIME 3 13.900 MTE-TINE PROCESSED : 06/07/93 18134133
WETHOD: BLAZE + BDLAZE aNALYST: 125517 SAMP RATE: 12.58
CONTROLS1
SARPLE T 1 20,0909 STANDARD 6T :  1.0008 DILUTION FACTOR 1 «4.00@8
K RT  GR  COMPORENT ~ RRT  RESPONSE PEAK HEIGHT
NG MINUTES NO  HAME NINUTES FACTOR BL  HEIGHT PG
8.73590 M ACTFLUORFEN-BETHYL 8.750 1.0000E+0

896  9.010 9.010 1.0000E+8 U  B436  1687.125
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Figure 24: Typical chromatogram of a control soybean grain sample. Sample
number 92940-1, lab code 108468. The sample weight injected was
1.0 mg. The sample contained <0.02 ppm equivalents of BH 9048-ME.

SAMFLE HO.: 168468 .01 THSTRUMENT: 13
TESY HO.3 BLAZE . DATE TIME: 06-06-93 15139139
HETHOD NO.: BLAZE -~ BLAZE PAGE NO.: o1

42.00 ”

41,30

41,060

48,30

40.00 [

39.30

39.60

38.5¢

38.600

37.%0

37.00 4 ¥ T v L L3 T T T o |

9.00 1.30 2.60 3.90 S.20 6.%0 7.80 .18 10.40 11.70 13.00
RETENTION TIME (MINUTES)
¥ MARXIMUM:? 356872, STARPT TIME: 6. 00
Y MIHIMUN:  48563. END TIME? 13.00
PERKIN~ELNER LINS 2000/3 BASF RTP, HC 06/97/93 11:19:31
EXTERNAL STANDARD
SANPLE: 108468 .01t IMST:15 VIAL: @ SEG NUNBER:QG4
TEST ¢ PLAZE DATE-TINE COLLECTED : 056/06/93 135559139
COLLECTION TIME :  13.00 DATE-TIME PROCESSED 3 06/07/93 10536116
METHOD: BLAZE - BLAZE ANALYST: U28517 SANP RATE: 12.96
CONTROLE2
SAMPLE WT 3 20,6099 STANDARD NT @ 1.0800 DILUTION FACTOR : 4.0900
PK RT - GR  CONPONENT - RRT  RESPONSE PEAK HEIGHT
NO WINUTES NO  NAME MINUTES FACTOR BL  HEIGHT PG
993 8.582 8,582 1.0000E+@ T 1589  301.659
8.758 N ACIFLUORFEN-METHYL 8.758 1.0000E+9

806 9.613 9.013 1.0800€+¢ U 6073  1214.609
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Figure 25. Typical chromatogram of a control soybean grain sample fortified
with 0.02 ppm of BAS 9048 H (the quantitation limit). Sample number

92940-1, lab code 108469. The sample weight injected was 1.0 mg.

The sample contained 14.2 pg of BH 9048-ME which is equivalent to
0.014 ppm of BAS 9048 H.

Recovery of BAS 9048 H: 68%

SAMPLE HO.$ 1068462 .01 INSTRUMERT: 13
TEST MOV BLAZE DATE TINE: ©6/06-93 16836333

METHOD MO.: BLAZE / BLAZE PAGE NO.? o1

7.00 W 1 {

s.60

4.20

2.40

2.10

" " 1
A—J } $ } 3 4 t- + t t 1
t

0.00
o.06 1.30 2.60 3.92 .28 6.59 .82 9.18 10.40 11.70 13.00

RETENTION TIME (MINUTES)

Y maxIinun:  32643. START TIME: 8.09

Y MININUM: 49967, END TIRE: 13.00
PERKIN-ELMER LINS 2000/) DASF RTP, HC 06/07/93 11227121

RULTILEVEL EXTERNAL STANDARD

SAMPLE: 109469 .81 INST:1S VIAL: @ SEQ NUMBER3 986
TEST  BLAZE DATE-TINE COLLECTED : 06/86/93 16136333
COLLECTION TIME : 13.00 DATE-TIME PROCESSED : 06/06/93 16149146
METHOD: BLAZE / BLA2E ANALYST: U23517 SAMP RATE: 12.50

- <02PPN ACIFRL

SANPLE KT 3 20.0000 STAMDARD HT : 1,0900 DILUTION FACTOR : 4.0000
PX RY GR  COMPONENT RRT RESPONSE PEAK HELGHT
HO NMINUTES HO  NAME . MINUYES FACTOR BL  HEIGHT PG
o04 8.379 8,579 1.8000€+0 T 2372 474,492
883  8.774 N ACIFLUORFEN-NETHYL 8.774 T 9179 1.221
806 9.873 8.073 1.9008€+9 T 1882 216.438
897 9.0085 9.009 1.0000E+8 VU 4659 931.734

17292 1.624E+3
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Figure 26. Typical chromatogram of a control soybean grain sample fortified

with 0.02 ppm of BAS 9048 H (the quantitation limit). Sample number
92940-1, lab code 108470. The sample weight injected was 1.0 mg.
The sample contained 14.8 pg of BH 9048-ME which is equivalent to

0.014 ppm of BAS 9048 H.

Recovery of BAS 9048 H: 71%

SAMPLE NO.: ies470 .01 INSTRUNENT: 13

TEST NO.: . BLAZE DATE TINME: ©86-96-93 16134147

HMETHOD NO.: BLAZE - BLAZE PAGE MQ, 3 (-]}
7.00 I r ['

4 N
T =1

3 + 3 -4
T T T

4 3 n +
— ¥ T
T
e.00

?.80 1.30 2.60 3.99 S.26 6.30 7.88 9.10 106.49 11.78 13.00

RETENTION TIME (MINUTES)

¥ HMAaxinun: 352612, START TIME: Q.00
Y MININMUME 49966, END TIME: 13.00
PERKIN-ELMER LINS 20909/) BASF RIP, NC 06,87/93 11:27138

MULTILEVEL EXTERNAL STANDARD
SAMPLE: 168470 .01 INST: LS UIAL: @ SEQ NUMBER:007
TEST 3 BLAZE DATE-TIME COLLECTED : 06/086/93 16334147
COLLECTION TIME : 13.00 BATE-TINE PROCESSED : 96/86-53 17108101
HETHOD:  BLAZE - BLAZE ANALYST: U2SS17 SANP RATE: 12,36

~82PPN RCIFS2

SAMPLE NT : 20.0000 STANDARD T : 1.8000 DILUTION FACTOR : 4.0000
PK RT GR  COMPONENT RRT RESPONSE PEAK HEIGHT
N0 MINUTES HO  MANE - AIMUTES FACTOR BL  HEIGHT PG
803 9.377 8.377 1.0000E+¢ T 2463 432.602
004  B8.773 M ACIFLUORFEN-METHYL B.773 T 958S 1.401
8es  8.871 8.971 1.0000€+0 T 1147 229.344
886 9.813 9.013 1.8000E+0 U €556  1311.258

19731 2.835E+3
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Figure 27. Typical chromatogram of a control soybean grain sample fortified
with 0.20 ppm of BAS 9048 H. Sample number 92940-1, lab code
108473. The sample weight injected was 0.1 mg. The sample
contained 16.2 pg of BH 9048-ME which is equivalent to 0.156 ppm of
BAS 9048 H.

Recovery of BAS 9048 H: 78%

SAMPLE MNO.: 108473 .01 INSTRUNENT: 15

TEST NO.: BLRZE DATE TIME: . B6/06-93 16126301

METHOD HO.3 BLARZE - BLAZE PAGE NO.:3 o1

42.90

41.59

48.50

40.00 l

39.50

39.00

30.50 J f{

38.00

37.50

i 3 n 4 i 3 + I N 3
37.00 T T T s T T T T T |

8.00 1.3@ 2.6@ 3.990 5.20 6.30 7.80 9.10 10.49 11.70 13.08

RETENTION TIME (MINUTES)

Y MAXIMUM: S3167. START TIME: 2.900
Y RINIMUM:T 48673, END TIME: 13.900
PERKIH-ELNMER LINS 2080/3 3 ASF RTP, NC 06/87/93 11119154

MULTILEVEL EXTERNAL STANDARD
SANPLE: 168473 .61 INST:1S VIAL: @ SEQ NUMBER:012
TEST : BLAZE DATE~TINE COLLECTED 3 86/06/93 18:26:8]
COLLECTION TINE @ 13.00 BATE-TINE PROCESSED : €6/06/93 18:39:1€
METHOD: BLAZE - BLAZE ANALYST: U25S17 SAMP RATE: 12.30

+20PPN ACIFSL

SAMPLE WT.: 20.0000 STANDARD HT : 1.0009 DILUTION FACTOR : 40.0000
PX RT GR  COWPONENT RRT RESPONSE PEAK HEIGHT
HO NMINUTES NO  NAME MINUTES FACTOR BL  MHEJGHT PG
004 8.777 M ACIFLUORFEN-METHYL 8.777 T 10443 16.773

18445 16.773
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Figure 28: Typical chromatogram of a control soybean grain sample fortified
with 0.20 ppm of BAS 9048 H. Sample number 92940-1, 108474. The
sample weight injected was 0.1 mg. The sample contained 18.5 pg of
BH 9048-ME which is equivalent to 0.178 ppm of BAS 9048 H.

Recovery of BAS 9048 H: 892

SAMPLE NO.t 108474 .01 INSTRUNENT: 13

TEST HO. 3 BLAZE DATE TIME: ©6-06-93 18144116

METHOD NO.: BLAZE - BLAZE PRGE NO.:3 o1
7.00 [

5.60
4.90

4,20

e.7¢ 1 ) L ‘FJM—/

3 4 M 4 {
T T T T 1

Q.00 1.30 2.60 3.98 3.20 6.30 7.80 9.10 190.46 11.70 13.00

RETENTION TIME (MINUTES)

Y MAXIMUM:  SS108. START TINEM 0.00
Y BINIMUMT 49967 END TIME: 12.00
PERKIN-ELMER LINS 20600/3 . BASF RIP, NC 06/87/93 11129135

MULTILEVEL EXTERNAL STANDARD
SANPLE: 108474 .01 INST:1S VIAL: @ SEQ NUNBER: 913
TEST 2 BLAZE DATE-TINE COLLECTED : 06/86,93 18344116
COLLECTION TIME 3 13.06 BATE-TINE PROCESSED : @6/06/93 181573131
METHOD: BLAZE 7 BLAZE ANALYST: U25517 SAMP RATE: 12.3%8

.20PPN ACIFE#2

SANPLE NT : 20.90000 STANDARD HT : 1.0€08 DILUTION FACTOR : 40.0060
PK RT GR COMPONENT RRY RESPONSE PERK HEIGHT
NO WKIHUTES MO  NeNE 3 MINUTES FACTOR BL  HEIGHT PG
884 8.780 M ACIFLUORFEN-METHYL 8.788 T 11931 21.%546
085 9.024 9.024 1,.08000E+0 1802  2803.828

12933 2.026E+3
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Figure 29.- Typical chromatogram of a control soybean grain sample fortified
with 0.02 ppm of BH 9048-ME (the quantitation limit). Sample number
92940-1, lab code 108471. The sample weight injected was 1.0 mg.
The sample contained 16.8 pg of BH 9048-ME which is equivalent to
0.017 ppm of BH 9048-ME.

Recovery of BH 9048-ME: 84%

SANFPLE NO.: 108471 .01 INSTRURENT: 15
TEST NO.:3 . BLAZE DATE TIME: ©6-06-93 17131117

METHOD HO.3 ‘BLAZE - BLAZE PAGE NO.t o1
7.08 1 )

€.38

5.60

4.20 [ ~L

2.60

V‘

—
‘ ' N N N
t u $ + + y t + |

9.00
2.00 1.30 2.69 3.99 S.20 €.35¢ 7.80 9.18 10.49 11.790 13.00

RETENTION TIME (MINUTES)

.00
¥ naxIinum:s  S250%. START TIME: e.9
Y MINIMUNT 49952, _ END TINE: 13.00
PERKIN-ELNER LINS 2000/3 BASF RTP, HC 86-,687/93 11128233

RULTILEVEL EXTERNAL STANDARD
SAMPLE: 108471 .61 INST215 VIAL: @ SEQ NUMDER100%
TEST : BLAZE DATE-TINE COLLECTED : 06/86-93 17:31:17
COLLECTION TIME : 13.00 BATE-TINE PROCESSED : 06/96/93 17:44131
METHOD: BLAZE s BLAZE ANALYST: U233517 SAMP RATE: 12.50

-@2PPN ACIF-NEN1

SANPLE KT : 20,0000 STANDARD WT : 1.0800 DILUTION FACTOR : 4.0000
PK RT GR  COMPONENT RRT RESPOMNSE PEAK HEIGHT
NO MINUTES NO  HAME : NINUTES FACTOR  BL  HEIGHT PG
004 8.381 8.301 1.0000€¢0 T 1327 303.313
883  8.773 M ACIFLUORFEN-METHYL 8.773 T 18861 1.811
006  8.874 8.874 1.0000E+9 T 1134  226.836
887  9.913 5.013 1.0080E+0 V 4966 993.125

18488 1,327E+2
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Figure 30. Typical chromatogram of a control soybean grain sample fortified
with 0.02 ppm of BH 9048-ME (the quantitation limit). Sample number
92940-1, lab code 108472. The sample weight injected was 1.0 mg.
The sample contained 18.1 pg of BH 9048-ME which is equivalent to
0.018 ppm of BH 9048-ME.

Recovery of BH 9048-ME: 912

SARPLE MNO.: 108472 .61 INSTRUMENTY: 1S

TEST NO.:t BLAZE DATE TIME: ©06/06-/93 17149132

METHOD NO.: BLAZE - BLAZE PAGE NO.: ot

7.900 [ [

J 3 I 4 3 Fl N " 4 3 ]
T 1

L} ¥ T T T

e.00 1.30 2.60 3.90 5.20 6.350 7.80 9.190 190.49 11.70 13.90

RETENTION TIME (MINUTES)

¥ AAXInUn: 353304, ’ START TINE: 0.00
¥ MININUM:  49969. . END TINME1 13.00
PERKIN-ELMER LINS 2000/) 3 ASF RTP, NC 06-07/93 113129111

MULTILEVEL EXTERNAL STANDARD
SAMPLE: 188472 .01 INST315 UIAL: 8 SEQ NUMDER: 910
TEST & BLAZE BATE-TIME COLLECTED : 86/06/93 17149132
COLLECTION TINE 3 13.08€ DATE-TINE PROCESSED : 06/86/93 18:102:46
METHOD: BLAZE / BLAZE ANALYST: 123517 SANP RATE: 12.58

.02PPN ACIF-nES2

SANPLE MT : 20.6000 STANDARD WT & 1.e0@800 DILUTION FACTOR : 4.0000
PX RT GR  COMPOMENT RRT RESPONSE PEAK HEIGHT
HO MINUTES NO  NAME . NINUTES FACTOR BL  HEIGHT P
004  8.579 89.579 1.0000E+8 T 2995 599.639
995 8.775 M ACIFLUDRFEN-METHYL 8.773 T 11673 2.672
886 8.877 8.877 1.0000E+@ T 1136 231.109
007 9.819 9.019 1.6000E+0 T 4617 923.453

20441 1.756E+3
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Figure 31:. Typical chromatogram of a control soybean grain sample fortified
with 0.20 ppm of BH 9048-ME. Sample number 92940-1, lab code
108475. The sample weight injected was 0.1 mg. The sample
contained 18.7 pg of BH 9048-ME which is equivalent to 0.187 ppm of
BH 9048-ME.

Recovery of BH 9048-ME: 932
SAMFLE NO.: 1024735 .0t INSTRUNMENT: 13
TEST HO.? BLAZE DATE TIME: ©6-86-23 19120130
HETHOD NO.:3 BLAZE - BLRAZE PAGE NO.3 o3
“42.00
41.50
41.00
49.390
49.00
335.50
v
39.00
38.90
38.09
37.30
i I 'y 4 4 $ B P—Y
37.90 LS L L] R ¥ L L] 1
0.090 1.3e 2.69 3.98 3.20 6.390 7.99 9.10 19.40 11.70 13.00
RETENTION TIME (MINUTES)
Y MAXInUN:  ST147. START TIME: .00
Y MINIMUMS 48664. END TINE:S 13.00
PERKIN-ELMER LINS 20€0-/3 BASF RTP, NC 06-87/93 11:20:16
EXTERNAL STANBARD
SAMPLE: 180473 .01t INST11S VIAL: @ SEQ NUMBER:Q1S
TEST : BLAZE DATE-TINE COLLECTED : 06,/06/93 19:20:30
COLLECTION TINE : 13.00 BATE-TIME PROCESSED : ©6/67/93 19:47:01
METHOD: BLAZE 7 BLAZE ANALYST: U25317 SAMP RATE: 12.50
+20PPR ACIF-NESL
SAMPLE WT : 20.0008 STANDARD HT : 1.0000 DILUTION FACTOR : 40.68000
PK RT GR  COMPONENT RRY RESPOMSE PEAK HEIGHT
HO MINUTES NO  NANE WINUTES FACTOR BL  HEIGHT PG
003 8.787 M ACIFLUORFEN-METHYL 8.7687 1.0000E+0 T 12015 2.403E+4
004  9.023 5.023 1.0000E+0 UV 1613  2830.8%9
13830 26060.160
. GROUP REPORT -~ 109475 .81
HEIGHT
GP% GROUP HaME PG

n 24029.320
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Figure 32:. Typical chromatogram of a control soybean grain sample fortified
with 0.20 ppm of BH 9048-ME. Sample number 92940-1, lab code
108476. The sample weight injected was 0.1 mg. The sample
contained 17.8 pg of BH 9048-ME which is equivalent to 0.178 ppm of

BH 9048-ME.
Recovery of BH 9048-ME: 89%
SANFLE NO.:3 108475 .01 INSTRUMENRT: 13
TEST HO.3 BLRAZE DATE TIMET ©6-066-93 15139103
METHOD HO.: BLAZE - BLAZE PARGE NO., 1t 21
42.00 [
41.39
41.00
40.59
49.09
39.350
!
-
39.00
38.38@
38.00 _J L—-w.»—-‘—""/
37.350
. 4 . : . . ' —
37'°e Al L] L] + v v A L] A A
@.90 1.30 2.69 3.90 .20 6.30 7.80 9.190 10.49 11.7@ 13.08
RETENTION TIME (MINUTES)
Y maxinun: 35311, START TINE: 9. 00
Y HINIMUM: 48821. END TIMES 13.00
PERKIN-ELMER LINS 2000/3 BASF RTP, NC . 9697793 11:20:39
EXTERNAL STANDARD
SANPLE: 108476 .81 INST:13 VIAL: @ SEQ NUMBER:016
TEST ¢ BLAZE DATE-TINE COLLECTED : 86/06/93 19139105
COLLECTION TIME 3 13.00 DATE-TINE PROCESSED : 06/087/93 10:48519
METHOD: BLAZE / BLAZE ANALYST: U25S17 SAMP RATE: 12.58
+28PPR ACIF-MES2
SANPLE KT : 20.0000 STANDARD KT : 1.8000 DILUTION FACTOR : 46.8@09
X RT GR  COMPOMENT RRT RESPONSE PERK HEIGHT
NO  MINUTES MO  NANE HINUTES FACTOR BL  HEIGHT PG

893  0.785 N ACIFLUORFEN-NETHYL 8.785 1.8000E+0 T 11454 2.291E+4
11454 22908.67¢
GROUP REPORY - 108476 .01
HEIGHT
GP¢  GROUP NAME PG
L4 22903.690
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