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iance te

The information contained in this report pertains to test method
development and, as such, is not required to adhere to 40 CFR 160. The data,
however, were compiled from the following:

. GLP compliant residue studies submitted to the EPA,

. additional fortification results for 3 of the above studies
received after the submission due date, and,

. a new study conducted to validate the Oxyfluorfen (Goal®)
Crop Residue Method, TR 34-94-150 using GC/MS as the
confirmatory detection. ,

This report and work should be considered in compliance with Good
Laboratory Practice standards as defined by EPA (40 CFR 160) with the following
exceptions: )

1. This report is a compilation of multiple studies by several study
directors rather than a final report for a single study.

2. Additional fortification data for figs, olives, and pomegranates
were obtained after submission of the respective final reports and were
authorized by letter by the study director rather than via protocol amendment.

This report is a true and accurate representation of the work performed as
attested to in previously submitted reports and by the undersigned.

w Yeafito | g 2o hays ¢

ennis A. Martin ate Qi?an Zhang ' Date
Study Director, Author Author
R d Haas Company Rohm and Haas Company
[} ' ¢L ¢ 9 ;‘l
Stanley S. Stavinski = Date Stanley S. Stavinski Date
Sponsor Submitter/ Applicant

Rohm and Haas Company Rohm and Haas Company
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QUALITY ASSURANCE STATEMENT
This report and the original raw data have been reviewed by the Quality Assurance Unit of the
Rohm and Haas Company Agricultural Products - Development Research Department and has
been found to be a true and accurate reflection of the study performed.
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Additional work for submitted reports

Protocol Review
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Raw Data Review

Raw Data Review

Qlives

Protocol Review

Extraction

Raw Data Review
“Raw Data Review

Protocol Review
Extraction

Raw Data Review
Raw Data Review

Peach report to be submitted
PA Trial
ection, harvest
Field report audit
Analytical subprotocol review
Inspections, analysis
Data audit, analysis

GA Trial
Field report audit
Inspections, analysis
Inspections, logs

Final report audit

Current study (34P-95-92)
protocol review

protocol review
extraction

extraction

raw data review

Final report audits

1 Dates in parentheses pertain to notification of
contract laboratory management.

2 CAL= Centre Analytical Laboratories
Ré&H= Rohm and Haas Company

McK= McKenzie Laboratories

Date

Date
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8/18/95 12/18/95 (9/25/95) CAL
8/17/94 8/18/94 R&H
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11/21,22,28/95 12/11/95 (12/7/95) McK
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4/1/9 4/1/9% R&H
10/17/95 10/17/95 R&H
11/01/95 12/18/95 (11/30/95) CAL
11/02/95 12/18/95 (11/30/95) CAL
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12/06/95 2/02/9 (1/10/96) CAL
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1. Objective

The original analytical method for crops, TR 34-94-150, was issued
December 21, 1994 and later submitted to the EPA as Appendix 8 in MRID
42793300. This enforcement method is a reissue of the original with minor
modifications, including the addition of GC/MS confirmatory detection.

2.  Summary

This report outlines the oxyfluorfen (parent only) residue analytical
method for crop commodities. Oxyfluorfen is extracted from crops with
acetonitrile. The residues are then further purified by liquid-liquid partition,
silica gel ar Florisil column chromatography and basic alumina solid phase
extraction. Quantitation is performed by gas-liquid chromatography on a Restex
Rtx-200 or Rtx-50 column with electron capture detection. Confirmatory
detection is accomplished through GC/MS.

3. Introduction

Oxyfluorfen (GOAL® Herbicide) is a registered herbicide used on a wide
variety of crops. In order to maintain the commercial registration, an analytical
residue method for crops is required to generate residue data for the setting and
enforcement of tolerances.

4, xperimental Compou

This analytical method is developed for oxyfluorfen (GOAL Herbicide),
RH-32915, which has a CAS registry number 42874-03-3. The Chemical Abstracts
name is 2-chloro-1-(3-ethoxy-4-nitrophenoxy)-4-(trifluoromethyl) benzene. Its
structure is shown below.

OCH,CH,

o S

5. Chemicals, Supplies, Solutions

Chemical 1 Suppli Supplier *
Acetonitrile, HPLC Reagent J. T. Baker
Cotton, sterile and absorbent Johnson & Johnson

Ethyl Ether, HPLC Reagent ]J. T. Baker
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Ethyl Acetate, HPLC Reagent J. T. Baker
Florisil, 60/100 mesh J. T. Baker
Hexane, HPLC Reagent J. T. Baker
Methanol, HPLC Reagent J. T. Baker
Petroleum Ether, Omnisolv EM Science**
RH-32915 Analytical Standard Rohm and Haas
Silica Gel, 40-140 mesh J. T. Baker

Catalog # 3404-01
Sodium Chloride J. T. Baker
Sodium Sulfate, anhydrous granular Fisher
Supelclean LC-Alumina-B SPE tubes Supelco

Catalog # 5-7085
Toluene, HPLC Reagent J. T. Baker
Water, Milli-Q Millipore System
Solutions

Saturated sodium chloride aqueous solution

5/95 (v/v) ethyl ether/petroleum ether
30/70 (v/v) ethyl ether/petroleum ether
50/50 (v/v) ethyl ether/petroleum ether
40/60 (v/v) ethyl ether/petroleum ether
50/50 (v/v) ethyl acetate/hexane

5/95 (v/v) ethyl acetate /hexane

* Equivalent chemicals, equipment and instrumentation can be substituted, when shown to
be appropriate. '
bl EM Science brand is recommended, for details see Section 10.
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6.  Equipment
Item Supplier*
Buchner Funnel, porcelain Coors
Chromatography Columns: Ace Glass
Glass 250 mm length, 16 mm L.D.
Centrifuge Bottles, 250 ml Fisher
Centrifuge  Beckman
Filter Paper, Whatman #41 Whatman
G10 Gyro?ory Shaker New Brunswick
Scientific
Pipets, glass disposable, 10 ml, 5 ml, 1 ml Fisher
Rotary Evaporator,
with dry ice trap Brinkman

Round Bottom Flask (100, 250, 500 ml, 24/40 ST) Kimax, Pyrex
Test tubes, 40 ml 12.0 mm LD. Kontes
Separatory Funnels, 500 ml Kimax, Pyrex
Standard laboratory equipment, balance, beakers, etc.
Visiprep Solid Phase Extraction Vacuum Manifold  Supelco
- 60 ml reservoirs Catalog # 5-7044
- adapter for sample reservoirs

Volumetric Flasks (100ml) Pyrex

* Equivalent chemicals, equipment and instrumentation can be substituted, when shown to be
appropriate.
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7. Metho
The crop commodities analyzed with this method can be separated into
two groups based on the path of analysis. They are designated Group I
and Group II for ease in detailing the differences in the methodolgy,
specifically during the Column Chromatography. The groups are:

Group I apple, artichoke, avocado, cherry, fig, grape, kiwi, olive,
peach, peanut nutmeat, pomegranate, soybean

GroupII: ~ peanut hay, shell, vine

71  Flow Diagram

Below is a flow diagram giving a general description of the method. The
individual steps are detailed following the diagram.

Groupl &1l

!

Acetonitrile Extraction

'

Acetonitrile/Petroleum Ether Liquid /Liquid Partition

Petroleum Ether/Acetonitrile/Water Liquid /Liquid Partition

—

Group I Group II

Silica Gel Column Florisil Column

o~

Basic Alumina Solid Phase Extraction

'

GLC Quantitation
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7.2

7.3

a e Processi

All crop samples are finely and homogenously chopped in preparation for
sample extraction. Apple, artichoke, fig, grape, kiwi, peanut hay, peanut
nutmeat, pomegranate, and peanut vine samples are chopped with dry ice in
a Hobart food chopper. For avocado, cherry, peach, and olive samples, the
pits are removed prior to processing with dry ice in a Hobart food
chopper. Any suitable commercial food chopper can be substituted if a
Hobart is not available. All samples with dry ice are left open and
allowed to sublime overnight in the freezer. Peanut shell and soybean
samples are processed dry in a Wiley Mill. All samples are maintained
frozen prior to analysis.

Sample Extraction

All the glassware and centrifuge bottles must be pre-washed with methanol twice
before any experiment.

For all crops, weigh a homogenized 5.0 g sample of the crop into a 250 ml
centrifuge bottle; and, fortify as needed for fresh spikes. Add 100 ml of
acetonitrile and then homogenize with a Gyrotory Shaker at 600-800 rpm
for 20 min. Centrifuge each extraction mixture at 5000 rpm for 20 minutes
at 4°C*. Decant the supernatant into a 500 ml separatory funnel. Add
another 100 ml of acetonitrile to the centrifuge bottle containing the crop
pellet, then homogenize with the Gyrotory Shaker at 600-800 rpm for
another 20 minutes and centrifuge again as described above. Decant the
supernatant into the 500 ml separatory funnel with the first acetonitrile
extract. Add 200 ml petroleum ether to the 500 ml separatory funnel
containing the 200 ml acetonitrile extract. Shake for 20 seconds and vent
into a fume hood. Allow layers to separate and drain the acetonitrile
(lower) phase into a 500 ml 24/40 ST round bottom flask. Discard the
petroleum ether layer to waste.

Evaporate the acetonitrile gently to approximately 50 ml by rotary
evaporator at 60°C under diminished presure. Transfer the acetonitrile
extract to a new 500 ml separatory funnel for the next step, liquid /liquid
partition. ' :

* Option: Filter the samples under suction with a vacuum pump (about 50
mm Hg) through a Buchner funnel with Whatman #41 filter paper which
has been prewashed with acetonitrile and dried.
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74

7.5

Liguid/Liquid Partitio

For all crops, add 100 ml petroleum ether to the 500 ml round bottom flask
which previously contained the acetonitrile extract. Transfer the
petroleum ether to the 500 ml separatory funnel containing the acetonitrile
extract. Add 10 ml of saturated NaCl solution and 200 ml water to the
separatory funnel. Shake vigorously for 2 minutes and vent into a fume
hood. Allow the layers to separate and drain the acetonitrile/water
(lower) phase and reserve for further partitioning. Then collect the
petroleum ether phase in a new 500 ml 24/40 ST round bottom flask. Add
another 100 ml petroleum ether to the 500 ml flask that contained the
acetonitrile extract, transfer to the separatory funnel and partition the
reserved acetonitrile/water phase again, as described above.

Rinse the separatory funnels with methanol, discarding to waste, and
allow the funnels to dry. Transfer the petroleum ether fractions to the
separatory funnel and then partition with 200 ml water. Shake for one
minute, allow layers to separate and drain the water (lower) phase to
waste. Collect the petroleum ether layer into a 500 ml 24/40 ST round
bottom flask. Evaporate gently to approximately 5 ml of petroleum ether
by rotary evaporator at 40°C under diminished pressure. The sample
extract is then ready for the next step, column chromatography.

Column Chromatography

Group I follows the Silica Gel Open Column step. Group II follows the Florisil
Open Column step.

ilica Gel n roup I: a ichoke, avocad
a jiwi, oliv a t a

Activate the silica gel, mesh 40-140, by heating for 24 hours at 200°C.
Remove from the oven and store in tightly capped jars in a desiccator.
Pack a 250 mm X 16 mm L.D. glass column plugged with cotton with 20
ml of the activated silica gel. Top the column with 10-15 g (approx. 2-3 cm
column high) of anhydrous granular sodium sulfate. Precondition the
column with 30 ml of petroleum ether.

Add the 5ml of the remaining petroleum ether extract of the sample,
section 6.4, to the column and elute to the top of the silica gel bed. Add 50
ml of petroleum ether to the 500 ml round bottom flask, transfer to the
column, and elute to the top of the silica gel bed. Add 20 ml of 95/5 (v/v)
petroleum ether/ethyl ether to the 500 ml round bottom flask, transfer to
the column, and elute to the top of the silica gel bed. Discard all washes
to this point.
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7.6

Elute the oxyfluorfen by adding 75 ml of 60/40 (v/v) petroleum
ether/ethyl ether to the 500 mi round bottom flask, transferring to the
column, and eluting to the top of the silica gel bed. Collect the eluateina
250 ml 24/40 ST round bottom flask. Evaporate to dryness at 45 °C under
diminished pressure. Redissolve the residue in 5 ml of hexane. The
sample is now ready for the next step, solid phase extraction.

Florisil n Col T : u

Activate the Florisil, mesh 60-100, by heating for 24 hours at 150°C.
Remove from the oven and store in tightyly capped jars in a desiccator.
Pack a 250 mm X 16 mm LD. glass column plugged with cotton with 20 ml
of the activated Florisil. Top the column with 10-15 g (approx. 2-3 cm
column high) of anhydrous sodium sulfate. Precondition the column with
30 ml of petroleum ether.

Add the 5ml of the remaining petroleum ether extract of the sample,
section 6.4, to the column and elute to the top of the Florisil bed. Add

50 ml of petroleum ether to the 500 ml round bottom flask, transfer to the
column, and elute to the top of the Florisil bed. Add 20 ml of 70/30 (v/v)
petroleum ether/ethyl ether to the 500 ml round bottom flask, transfer to
the column, and elute to the top of the Florisil bed. Discard all washes to
this point.

Elute the oxyfluorfen residue by adding 50 ml of 50/50 (v/v) petroleum
ether/ethyl ether to the 500 ml round bottom flask, transferring to the
column, and eluting to the top of the Florisil bed. Collect the eluate in a
250 ml 24/40 ST round bottom flask. Evaporate to dryness at 45 °C under
diminished pressure. Redissolve the residue in 5 ml of hexane. The
sample is now ready for the next step, solid phase extraction.

asic Alumina Soli ase Extraction (S

Connect a 6 ml Basic Alumina SPE tube with a 60 ml reservoir using an
adapter to a Supelco Visiprep Solid Phase Extraction Vacuum manifold or
similar apparatus. Precondition the 6 ml Basic Alumina SPE tube with 10
mli ethyl acetate followed by 10 ml hexane. Flow rate through the column
should be 2-3 mls per minute. For all crops, add the sample in 5 ml
hexane to the column, allow it to elute until the sample is 2 mm above the
top of the absorbent bed. Rinse and wash the sample flask 3-4 times with
a total 40 ml of hexane, add to the column, and elute as described above.
Discard all the hexane eluent at this point. '
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Elute with 40 ml 50:50 (v/v) ethyl acetate/hexane solution*. Collect this
fraction in a 40 ml (12 mm ID) test tube. Transfer the eluate into a 100 ml
24 /40 ST round bottom flask. Rinse the tube with hexane several times (5-
10 ml) and transfer to the round bottom flask as well. Evaporate to
dryness at 45 °C under diminished pressure. Dissolve the sample in 5 ml
toluene. The sample is now ready for quantitation by GLC.

*Option: Elute oxyfluorfen with 25 ml 5:95 (v/v) ethyl acetate/hexane
solution.

8. Prim etection Method: G D Quantitati

8.2. Preparation of Standards

The concentration of standards should be corrected for % purity of analyte.

Prepare a 200 ppm stock solution by weighing 20 mg of RH-32915,
oxyfluorfen, into a 100 ml volumetric flask and bringing to volume with
toluene. Then, make up a 10 ppm stock solution by adding 5.0 m! of the
200 ppm solution into a 100 ml volumetric flask and bringing to volume
with toluene. Standard solutions of RH-32915 in toluene are prepared by
serial dilution from the 10 ppm stock solution in the concentration range
of 0.005 pg/ml - 1.0 pg/ml.

8.1. Instrumentation

During method development and the residue analyses included in this
report a Varian 3500 Capillary Gas Chromatograph equipped with a
Varian Model 8100 Auto Sampler and an Electron Capture Detector was
used. Data were obtained with an HP 300 Data Acquisition System with
Hewlett-Packard Extrachrom Software. Data were processed by Nelson
Analytical Software.

Two analysis GLC columns can be used. Column 1 is the primary
analytical column, and column 2 is the secondary confirmatory column.

Column 1, Restex Ritx-200: 0.32mm 1L.D., 60 m, 1.0 u film-
Catalog # 15057

Guard Column: Restex deactivated, uncoated fused silica gel, 5m,
0.53 mm 1.D., Catalog # 10045

Column _
Connection: Supelco Glass Seal Connector. Catalog #2-0479
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Gas Flows: Nitrogen (makeup) 40 ml/min
Helium (column) 3.5 ml/min

Injection Volume: 1 pl
Temperatures: Injector 265°C
Detector 270°C

Column 215°C
Initial Hold 1.0 min

250°C 10.0 17.0 21.5

Electron Capture Detection: Attenuation Range
32 10

Under the conditions mentioned above, the typical retention time is 16.1
min. Conditions may need to be adjusted to achieve the optimum
response of the instrument.

Column 2, Restex Rix-50: 0.32 mm LD., 60 m, 1.0 p film
Catalog #10557

Guard Column:  Restex deactivated, uncoated fused silica gel, 5 m,
0.53 mm 1.D., Catalog # 10045

Column Connection: Supelco Glass Seal Connector. Catalog #2-0479

Gas Flows: Nitrogen (makeup) 40 ml/min
Helium (column) 3.5 ml/min

Injection Volume: 1l

Temperatures: Injector 265°C
Detector 270°C
Column 215°C _
Initial Hold 1.0 min
Final T Rate (°C/min) Hold (min) Total Time (min)

250°C 5.0 25.0 33.0

17
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Electron Capture Detection: Attenuation Range
- 32 10

Under the conditions mentioned above, the typical retention time is 22.5
min. Conditions may need to be adjusted to achieve the optimum
response.

8.3  Quantitation

Standard solutions are prepared in the concentration range of 0.005 pg/ml -
0.15 ug/ml. The standards and samples are injected at the same volume, 1
ul. If necessary, the sample is diluted to an appropriate volume to give a
response within the standard curve range. Standard curves are prepared
for each analysis day. Each analytical run should have two sets of
standards. The standard curve can be constructed using linear or quadratic
regression, if needed.

The peak height is measured and the concentration is determined from the
standard curve. The component residue concentration is determined as
follows: (See example shown in Section 8.4 Fortification)

Final Sample Volume (ml) X Cgmpgt.\mt Concentration (ug/ml) _ ppm
Sample Weight (g)
84  Fortification

For samples fortified prior to extraction, with known amounts of
RH-32915, measure the peak height, determine the pg/ml from the
standard curve, and calculate % recovery from the equation below.

found X Final X100 _ o, Recovery
fortification (ug added)

Example (taken from analytical run in Appendix II)

Data file: L26]JA6 Sample: 0.01 ppm fortification
Peak Height: 249 Final Volume: 5 ml
Sample Weight: 5 g pg added: 0.05ug

pg/ml found= 0.0088 (calculated from curve, HEIGHT=B0 + B1X + B2X2)
B0=75.758, B1=19035, B2=72899, HEIGHT=249

Substituting into the above equation:
[0.0088 X 5] X 100 - gg 9
0.05
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10.
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Confirmatory Detection Method: GC/MS Quantitation

In order to confirm that residues found using the procedure
described previously in this report are in fact oxyfluorfen, RH-32915,
residues, a confirmatory detection method was established using GC/MS
with selected ion monitoring. This method has a Limit of Quantitation of
0.025 ppm. Analytical results are shown in Table 18. Representative
chromatograms are shown in Figures 76-96.

The detailed instrument information and conditions is given below:

Instrumentation: = Hewlett-Packard model 5890 Series I GC; model 5972
mass selective detector :
MS/Selected Ion Monitoring;:
252 molecular weight ion
Dwell'Time: 100 msec
Ionization Potential: 70 eV
Electron Multiplier Voltage: 1900-2318 V
Column: Rtx-50, 0.25 mm i.d. X 30 m, 0.5 pm film thickness
Oven Temps.: Hold at 1000C for 2 min.
1000-2700C at 100C/min.
Hold for 15 min.
Retention Time: 19.6 minutes
Injector Temp.: 2800C
Detector Temp.: ~ 3000C
Carrier Gas/
Flow Rate: Helium/2.18 ml/min.
Head Pressure: 20 psi
Injection Mode: splitless
Injection Liner: silanized single taper
Injection Purge
Delay: 1.0 min.
Septum Purge: 2 ml/min.
Injection Volume: 2 pl
Results

The results detailed in this method are covered in various reports
and protocols. All reports used are listed in Section 12. Project _
Information. Many of these reports have been submitted and accepted by
the EPA previously. Distinctions in individual results are made on the
respective recovery tables, Tables 1-18.
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For figs, olives, and pomegranates, there are a few fortifications
reported here that were not reported in their respective technical reports,
which were already submitted and accepted. Due to the timeline
established for submission of those reports, the results were received too
late to be included in them (refer to Tables 5, 8, and 11 for identification of
data).

Six recoveries have been designated as outliers and are not
included in the final calculation of both the average and standard
deviation (see Tables 1, 7, 10, 14, 17). These points did not fall within two
standard deviations when used in the calculation. It should also be noted
that throughout all crop commodities the control samples did not have
any detectable residues, that is above 0.003 ppm.

In GC/ECD, the limit of quantitation (LOQ) for all crop
commodities except for peanut vine, shell, and hay is 0.01 ppm established
in TR 34- 94-150, Appendix 8 in MRID 42793300, and also by fortifications
at this level, with a limit of detection of 0.003 ppm. For peanut vine, shell,
and hay the limit of quantitation is 0.02 ppm, established by fortifications
at this level, with a limit of detection of 0.007 ppm. Table 19 summarizes
the LOQ and LOD values, along with average recoveries for each crop.

Tables 1-12 summarize the fortification data for the crop
commodities detailed in this method as Group I. This data was obtained
with GC/ECD detection using a Rtx-200 column. Average recoveries
ranged from 85.4% in apple to 104.9% in soybean.

Tables 13-15 summarize the fortification data for the crop
commodities detailed in this method as Group II. This data was also
obtained with GC/ECD detection using a Rtx-200 column. Average
recoveries were 92.2% in peanut hay, 95.3% in peanut shell, and 81.8% in
peanut vine.

Tables 16 and 17 detail the results obtained from grape and
soybean, Group ], analyses on the Rtx-50 confirmatory column.
Recoveries averaged 92.6% in grapes and 104% in soybean.

In GC/MS, the limit of quantitation for all crop commodities is
0.025 ppm, established by fortifications at this level. The limit of detection
is 0.008 ppm.

Table 18 displays the results of analyses of crops using GC/MS as
the confirmatory detection method compared to analysis on GC/ECD.
Individual recoveries ranged from 81% in peanut nutmeat to 117%.in
peanut shell. .

Table 19 is a summary of the results for all crops detailed in this
method, including average recovery, LOQ, and LOD values.

Representative chromatograms are shown in Figures 1-95,
including standards, controls and three fortifications (alphabetical within
each group). Figures 1-48 show the crop commodities identified as Group
I; those from Group II are shown in Figures 49-60. Figures 61-68 are
representative of the grape and soybean analyzed on the Rtx-50
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11.

confirmatory column. Figures 69-74 are representative chromatograms of
standards on the GC/ECD. Figures 75-95 are representative of the
GC/MS analysis of designated crop commodities.

NOTE: Representative complete analytical runs, including a run sheet and standard -
curve for both GC/ECD and GC/MS, can be found in Appendix 2.

Discussion

This method is intended to replace the current enforcement method
for oxyfluorfen in crop commodities. As detailed in this report, a
significant amount of analytical data was obtained in support of this
method. This method effectively and consistently extracts and quantifies
oxyfluorfen residues. The results show both methods of detection,
GC/ECD and GC/MS, to be comparable in the recovery of oxyfluorfen
residues. A comparison to the current enforcement method follows.

The extraction is similar to the current enforcement method, as
published in PAM vol. II, method II. The techniques are comparable
including similar solvents. Although blending is not used in this
proposed enforcement method, the procedure using a shaker and
centrifuge have proven to be effective in the other GOAL methods
described below. Since the procedures are very similar we again conclude
that the proposed extraction method provides an efficient mechanism in
analyzing GOAL residues in crop commodities.

The extraction methodology found in this method is similar to that
in both the "Oxyfluorfen (GOAL®) Meat and Fat Analytical Method"

(TR 34-93-72) and the "Oxyfluorfen (GOAL®) Soil Analytical Method"
(TR 34-94-47). It was shown to be quite efficient (~90%) at extracting
GOAL residues via 14C-labeled matrices in the previously mentioned
methods. We conclude that the same outcome is expected of the crop
residue samples.

Below are some points to be taken into consideration when
performing this method:

. The Rtx-200 and Rtx-50 capillary columns should be conditioned
according to the manufacturer's instructions. It was also necessary to
prime the column before analysis by making several injections of
standards. :

. The purity of the petroleum ether can be critical. A self inspection
of the solvent being used can be made by the following procedure:
rotovap 200 ml of petroleum ether to dryness, then add 5 ml hexane.
Inject the hexane extract on the GC with the same conditions as a sample.
If the chromatograms give interfering peaks, this batch of petroleum ether
cannot be used in the study. Therefore, a substitute for this product from
another manufacturer or another batch from the same manufacturer must
be used.
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. In certain grape matrices, the pellet after the first centrifuge step
may adhere very tightly to the side of the centrifuge bottle. If this does
occur, it may be necessary to break it apart for the second extraction step

to result in optimum performance.

In conclusion, this method is both robust and effective in the
extraction of oxyfluorfen residues from crop commodities as written; and,
it should be transferrable to other crops as needed.

12. Project Information

Title: Enforcement Residue Analytical Method
for GOAL® Herbicide (oxyfluorfen) in Crop Commodities
with GC/MS Confirmatory Detection _
Sponsor: Rohm and Haas Company
100 Independence Mall West, Philadelphia, PA, 19106-2399
Testing I.aboratories:
Centre Analytical Léboratories, Inc.
3048 Research Drive, State College, PA 16801
McKenzie Laboratories
3725 E. Atlanta Ave., Suite One, Phoenix, AZ 85040
Rohm and Haas Company
727 Norristown Road, Spring House, PA 19477
Study Director: Dennis A. Martin, B.S.
tud t 34P-95-92, “Method Validation- GC/MS Confirmatory
Detection in Oxyfluorfen (Goal®) Crop Residue Analytical
Method, TR 34-94-150"

Dennis A. Martin, B.S.

Kevin R. Kleinert, B.S.

Rohm and Haas Company _
727 Norristown Road, Spring House, PA 19477

Shaozhi Zheng, M.S.
Centre Analytical Laboratories, Inc.
3048 Research Drive, State College, PA 16801
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Data Handling:

Report References:

Title Rohm and Haas TR No. MRID No.
Rohm and Haas Company Response to EPA  34-95-74 Appendix
CBTS May 12, 1994 Review of Residue in 42793300
Chemistry Data Supporting the Petition For
Permanent Tolerances for Oxyfluorfen in Peanuts
PP# 3F04229/FAP# 3H5674
Oxyfluorfen Crop Residue Method 34-95-150 Appendix 8
in 42793300
Oxyfluorfen Residues in Peanut 34-95-51 Appendix 9
Nutmeat, Vine, Shell, and Hay in 42793300
Oxyfluorfen Residues in Apple 34-95-113 43794001
Oxyfluorfen Residues in Avocado 34-95-115 43794002
Oxyfluorfen Residues in Fig 34-95-116 43794003
Oxyfluorfen Residues in Pomegranate 34-95-117 43794004
Oxyfluorfen Residues in Kiwi 34-95-118 43794005
Oxyfluorfen Residues in Olive 34-95-119 43794006
Oxyfluorfen Residues in Artichoke 34-95-120 43794007
Oxyfluorfen Residues in Cherries 34-95-121 43794008

Melinda Lalko
McKenzie Laboratories
3725 E. Atlanta Ave., Suite One, Phoenix, AZ 85040

The Rohm and Haas Company, Agricultural Products
Development Department Archives at Spring House

Data system used was the Nelson Analytical, Inc. system
with Version 1.2 of the 4400 Chromatography Software as its
basis. This software provides the following functions:

e automatic collection and processing of chromatographic
data

edetection and integration of peaks for chromatographic
standards, samples and fortifications

ecalculation and display of summary information for each
standard, sample and fortification run

edisplay results from reports on the Laserjet printer

eediting and insertion of the summary data into IBM System
2000 data base
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Oxyfluorfen Residues in Peach
Oxyfluorfen Residues in Grape

34-95-114
34-95-104

Oxyfluorfen Residues in Non-Dormant 34-95-173
Grape (non-CA trials); Supplemental

to TR 34-95-104

24

N/A*
N/A*
N/A*

* N/A means that these reports were not submitted to the EPA as of the study

completion date of this report.

Notebook References:

QZ04
QZ05
QZ06
QZ07
QZ08
KRK15

Reviewed and Edited By:

- Rohm and Haas No:

Rohm and Haas No:
Rohm and Haas No:
Rohm and Haas No:
Rohm and Haas No:
Rohm and Haas No:

060662
061114
062196
062755
063646
064107

Juan Chen, Rohm and Haas Company
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Table 1. Apple Oxyfluorfen Fortification Summary !

RAR/ Fortification l
Sample No. Level, ppm % Recovery
94-0129-001 0.01 80.9
94-0130-001 0.01 81.1
94-0130-001 0.01 85.2
94-0130-001 0.01 88.8
95-1408-003 0.01 88.5
94-0152-001 0.01 . 76.5
94-0130-001 0.02 80.0
94-0130-001 0.05 90.8
94-0129-001 010 82.3
94-0130-001 0.10 89.7
94-0130-001 0.10 93.4
94-0152-001 0.10 . 4022
95-1408-003 0.10 89.3
95-1408-003 0.50 91.7
94-0129-001 0.50 89.7
94-0130-001 0.50 83.5
94-0152-001 0.50 74.2

Average n=16 85.4
Standard Deviation 5.7

! All data reported in this table is taken from MRID 43794001.
? Value outside 2 x SD, therefore not included in statistics.
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Table 2. Artichoke Oxyfluorfen Fortification Summary’

RAR/ Fortification
Sample No. ' Level, ppm % Recovery
94-0060-001 0.01 82.1
94-0061-001 0.01 99.0
94-0060-001 0.01 78.2
94-0060-001 0.01 ' 68.3
94-0060-001 0.01 75.1
94-0060-001 0.02 . 104.0
94-0060-001 0.05 97.6
94-0060-001 0.10 104.0
94-0061-001 0.10 127.0
94-0060-001 0.50 99.4
94-0061-001 0.50 99.4
Average n=11 94.0
Standard Deviation 16.7

! All data reported in this table is taken from MRID 43794007.
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Table 3. Avocado Oxyfluorfeh Fortification Summary’

RAR/ Fortification
Sample No. Level, ppm % Recovery
94-0141-001 0.01 51.4
94-0141-001 0.01 52.3
94-0141-001 0.01 717
94-0141-001 0.01 - ' 105.0
94-0141-001 0.01 ' 108.0
94-0141-001 0.02 : 109.0
94-0141-001 0.02 ' 111.0
94-0141-001 0.05 112.0.
94-0141-001 0.10 100.0
94-0141-001 0.10 104.0
94-0141-001 0.50 92.8
94-0141-001 0.50 110.0
Average n=12 93.9
Standard Deviation 22.6

! All data reported in this table is taken from MRID 43794002
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Table 4. Cherry Oxyfluorfen Fortification Summary*

RAR/ Fortification
Sample No. Level, ppm % Recovery
92-0041-002 0.01 73.8
92-0041-002 0.01 75.1
92-0041-002 0.01 76.1
92-0041-002 0.01 72.5
92-0042-002 0.01 75.9
92-0041-002 0.02 . 96.5
92-0041-002 0.05 109.0
92-0041-002 0.10 904
~ ] 92-0042-002 0.10 101.0
92-0041-002 0.50 87.8
92-0042-002 0.50 93.6
Average n=11 ° 86.5
Standard Deviation 12.6

! All data reported in this table is taken from MRID 43794008.
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Table 5. Fig Oxyﬂuorfen Fortification Summary

RAR/

Sample No. Level, ppm - % Recovery

94-0142-001
94-0142-001
94-0142-001
94-0142-001
94-0142-001
94-0142-001
94-0142-001
94-0142-001
94-0142-001
94-0142-001
94-0142-001
94-0142-001

Fortification

0.01°?
0.01
0.01
0.01
0.01
0.02
0.02
0.05
0.10
01’
0.50
05*

Average

n=12

Standard Deviation

90.1
88.0
86.6
84.1
80.6

103.0
99.5
97.8
88.1
98.5
93.6
88.8

91.6
6.9

! This data is taken from MRID 43794003.
All other data collected under 34P-95-30A.

000029
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Table 6. Grape Oxyfluorfen Fortification Summary’

RAR/ Fortification
Variety Sample No. Level, ppm % Recovery

Thompson 93-0012-001 0.01 70.5
93-0012-001 0.01 718
93-0012-001 0.01 74.7
93-0012-001 0.01' 90.7
93-0012-001 0.01! 91.8
93-0012-001 0.01' - 85.6
93-0012-001 0.01° 844
93-0012-001 0.05 76.8
93-0012-001 0.10 81.3

93-0012-001 01! 78.1
93-0012-001 01! 84.4
93-0012-001 01! 78.1
93-0012-001 0.1’ 85.5
93-0012-001 0.50 83.6
93-0012-001 0.50 88.0
93-0012-001 05! 87.8
93-0012-001 05* 85.5
93-0012-001 05* 911

Concord 92-0089-005 0.01° 109.0
92-0089-005 0.01' 95.8
92-0089-005 0.1! 107.0
92-0089-005 0.1' 77.0
92-0089-005 051 104.0
92-0089-005 05! 108.0

Data continued on the next page.

! This data is taken from Appendix 8 in MRID 42793300.
All other data on this page is taken from TR 34-95-104, under protocol 34P-95-65A,

MRID not available yet.

000030
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Table 6. Grape Oxyfluorfen Fortification Summary*

(continued)
RAR/ Fortification
Variety Sample No. Level, ppm % Recovery
Concord 92-0089-005 0.01 88.8
92-0089-005 0.10 114.0
Cabernet 92-0100-005 . 0.01 81.0
0.01 86.7
0.01 69.6
0.02 88.0
0.02 96.0
010 106.0
Niagra 92-0072-005 - 0.01 86.9
0.01 88.0
0.01 93.1
0.02 90.5
0.02 108.0
0.05 106.0
Average 38 89.3
Standard Deviation 11.6

! All other data on this page is taken from TR 34-95-173, under protocol 34P-95-65A,

MRID not available yet.
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Table 7. Kiwi Oxyfluorfen Fortification Summary’

RAR/ Fortification
Sample No. Level, ppm " % Recovery
94-0146-001 0.012 64
94-0146-001 0.01 76.4
94-0146-001 0.01 86.5
94-0146-001 0.01 ' 87.4
94-0146-001 0.01 93.8
94-0146-001 0.02 : 97.5
94-0146-001 0.02 101.0
94-0146-001 0.05 103.0 .
94-0146-001 0.05 104.0
94-0146-001 0.10 96.9
94-0146-001 0.50 84.2
94-0146-001 0.50 91.2
Average n=11 92.9
Standard Deviation 8.7

! All data reported in this table is taken from MRID 43794005.
% Value outside 2 x SD, therefore not included in statistics.
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Table 8. Olive Oxyfluorfen Fortification Summary

RAR/ Fortification
Sample No. Level, ppm % Recoveg;_1
94-0172-001 0.01! 91.5
94-0172-001 0.01 81.5
94-0172-001 0.01 75.1
94-0172-001 0.01 ' 74.6
94-0172-001 0.01 824
94-0172-001 : 0.02 : 107.0
94-0172-001 0.02 , 106.0
94-0172-001 0.05 98.6
94-0172-001 0.10 74.5
94-0172-001 0.1! 105.0
94-0172-001 0.50 91.6
94-0172-001 0.5! 93.8
Average n=12 90.1
Standard Deviation 124

! This data is taken from MRID 43794006.
All other data collected under 34P-95-33A.
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Table 9. Peach Oxyfluorfen Fortification Summary *

RAR/ Fortification %
Sample No. Level, ppm Recovery |
94-0117-001 0.01 70.0
94-0117-001 0.01 85.0
94-0117-001 0.01 86.1
94-0117-001 0.01 90.9
94-0117-001 0.01 929
94-0117-001 0.012 102.0
95-0196-003 0.01 88.3
94-0117-001 0.02 73.0
94-0117-001 0.02 87.5
94-0117-001 0.02 91.5
94-0117-001 0.05 78.2
94-0117-001 0.05 87.4
94-0117-001 0.05 93.4
94-0117-001 0.052 103.0
95-0196-003 0.05 89.8
94-0117-001 0.10 72.1
94-0117-001 0.10 86.5
94-0117-001 0.10 93.7
94-0117-001 0.102 88.7
94-0117-001 0.50 81.7
94-0117-001 0.50 88.5
94-0117-001 0.50 91.9
94-0117-001 0.502 75.2
95-0196-003 0.10 83.2

Average n=24 86.7
Standard Deviation 8.5

! All data reported is taken from TR 34-95-114 (MRID not yet available),

- under protocols 34P-95-35A, 34P-95-51A, except those noted as below.

? This data was not collected under the protocols noted above or reported
in TR 34-95-114. It was collected as an evaluation of the method.

000034
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Table 10. Peanut Nutmeat Oxyfluorfen Fortification Summary

RAR/ Fortification
Sample No. Level, ppm % Recovery
93-0142-005 0.01! 115.0
93-0142-005 0.01’ 131.02
93-0142-005 0.01° 79.0
93-0142-005 0.01° 86.0
93-0142-005 0.01° 96.3
93-0142-005 0.01° - 84.8
94-0176-010 0.01! 105.0
93-0142-005 0.02° 102.0 -
93-0142-005 0.023 95.5
93-0142-005 0.02° 79.5
93-0142-005 0.023 84.5
93-0142-005 0.05°3 113.0
93-0142-005 01° 764
93-0157-004 0.1° 70.1
94-0176-010 0.1! 80.6
93-0142-005 0.5°3 90.6
93-0157-004 05! 99.4
94-0176-010 05! 86.6
Average n=17 90.8
Standard Deviation 12.9

 Data reported taken from Appendix 9 in MRID 42793300.
? Value outside 2 x SD, therefore not included in statistics.
? Data reported taken from Appendix 4 in MRID 42793300.
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Table 11. Pomegranate Oxyfluorfen Fortification Summary

RAR/ Fortification
Sample No. Level, ppm % Recovery
94-0143-001 0.01! 76.4
94-0143-001 0.01 87.2
94-0143-001 0.01 80.1
94-0143-001 0.01 81.9
94-0143-001 0.01 70.6
94-0143-001 0.02 103.0
94-0143-001 0.02 109.0
94-0143-001 0.05 107.0
94-0143-001 0.10 92.7
94-0143-001 01! 100.0
94-0143-001 0.50 104.0
94-0143-001 05! 84.0
Average n=12 91.3
Standard Deviation 13.0

! This data is taken from MRID 43794004.
All other data collected under 34P-95-31A.
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Table 12. Soybean Oxyfluorfen Fortification Summary

RAR/ Fortification
Sample No. Level, ppm % Recovery
92-0107-014 0.01 108.0
92-0107-014 0.01 119.0
94-0136-001 0.01 119.0
94-0136-001 0.01 108.0
92-0107-014 0.10 98.5
92-0107-014 0.10 100.0
94-0136-001 0.10 86.3
94-0136-001 0.10 106.0
92-0107-014 0.50 121.0
92-0107-014 050 108.0
94-0136-001 0.50 91.6
94-0136-001 0.50 93.2
Average n=12 104.9
Standard Deviation 11.3

! This data is taken from Appendix 8 in MRID 42793300.
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Table 13. Peanut Hay Oxyfluorfen Fortification Summary

RAR/ Fortification
Sample No. Level, ppm % Recovery
93-0142-003 0.02! 87.4
93-0142-003 0.022 97.5
93-0142-003 0.022 96.5
93-0157-002 0.02? ' 111.0
93-0157-002 0.022 80.5
93-0157-002 0.052 ' 97.0
93-0157-002 0.052 92.8
93-0142-003 0.052 99.0 -
93-0142-003 0.1? 82.0
93-0157-002 0.5? 78.0
Average n=10 922
Standard Deviation 10.2

! Data reported taken from Appendix 9 in MRID 42793300.
? Data reported taken from Appendix 4 in MRID 42793300.
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Table 14. Peanut Shell Oxyfluorfen Fortification Summary

RAR/ Fortification
Sample No. Level, ppm % Recovery
93-0142-005 0.02' 102.0
93-0142-005 0.023 98.5
93-0157-004 0.02° _ 65.57
93-0157-004 0.02° 89.5
93-0157-004 0.05° 95.2
93-0142-005 0.02° ' 94.5
93-0142-005 0.05° : 98.0
93-0142-005 0.05° 94.0
93-0142-005 0.1! 89.6
93-0157-004 0.1° 86.4
93-0157-004 05! 105.0
Average n=10 95.3
Standard Deviation 5.8

! Data reported taken from Appendix 9 in MRID 42793300.
? Value outside 2 x SD, therefore not included in statistics.
? Data reported taken from Appendix 4 in MRID 42793300.
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Table 15. Peanut Vine Oxyfluorfen Fortification Summary

—

RAR/ Fortification
Sample No. Level, ppm % Recovery
— —_—
93-0142-001 0.022 87.5
93-0142-001 0.022 82.5
93-0142-001 0.02! 82.1
93-0142-001 0.02' 87.6
93-0142-001 0.05% 87.4
93-0142-001 0.052 ' 95.2
93-0142-001 0.052 98.0
~ | 93-0142-001 0.1° 73.2
93-0142-001 0.1! 64.6
93-0142-001 0.5 68.2
93-0142-001 05! 74.0
Average n=11 81.8
Standard Deviation 10.8

! Data reported taken from Appendix 9 in MRID 42793300.
? Data reported taken from Appendix 4 in MRID 42793300.
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Table 16. Grape Oxyfluorfen Fortification Summary *
Rtx-50 Confirmatory Column

RAR/ Fortification

Variety Sample No. Level, ppm % Recovery
Thompson 93-0012-001 0.01 100.0
93-0012-001 0.01 77.9
93-0012-001 0.10 75.3
93-0012-001 0.10 97.3
93-0012-001 0.50 101.0
93-0012-001 0.50 : 95.2
Concord 92-0089-005 0.01 92.5
92-0089-005 0.01 84.2
_92-0089-005 0.10 97.8
92-0089-005 0.10 83.9
92-0089-005 0.50 110.0
92-0089-005 0.50 96.5
Average n=12 92.6
Standard Deviation 10.3

! This data is taken from Appendix 8 in MRID 42793300.
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Table 17. Soybean Oxyfluorfen Fortification Summary

Rtx-50 Confirmatory Column

RAR/ Fortification
Sample No. Level, ppm % Recovery
92-0107-014 0.01 54*
92-0107-014 0.01 50 *
94-0136-001 0.01 106.0
94-0136-001 0.01 113.0
92-0107-014 0.10 98.7
92-0107-014 0.10 90.8
94-0136-001 0.10 100.0
94-0136-001 0.10 1240
92-0107-014 0.50 110.0
92-0107-014 0.50 97.7
94-0136-001 0.50 104.0
94-0136-001 0.50 95.6
Average n=10 104.0
Standard Deviation 9.7

! This data is taken from Appendix 8 in MRID 42793300.
* Value outside 2 X SD, therefore not included in statistics.
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Table 18. Oxyfluorfen GC/MS Confirmatory Data Summary?

Sample RAR/  Fortification % Recovery
Type Sample No. Level, ppm GC/MS

grape 92-0100-005 0.025 93.0
grape 92-0100-005 0.05 86.0
grape 92-0100-005 0.125 108.0
.Average 95.7

peach 94-0117-001 0.025 85.0
peach 94-0117-001 0.05 82.0
peach - 94-0117-001 0.125 102.0
___ Average 89.7

peanut nutmeat 93-0157-004 10.025 109.0
peanut nutmeat 93-0157-004 0.05 81.0
peanut nutmeat 93-0157-004 0.125 87.0
Average 92.3

peanut shell 93-0157-004 0.025 104.0
peanut shell 93-0157-004 0.05 117.0
peanut shell 93-0157-004 0.125 103.0
Average 108.0

! This data was collected and reviewed under protocol 34-95-92.

LOQ=0.025 ppm
LOD=0.008 ppm
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\
Table 19. Oxyfluorfen Data Summary by Crop
Average
Crop __Group' Detection Recovery LOQ LOD
apple I GC/ECD 85.4 0.01ppm  0.003 ppm
artichoke I GC/ECD 94 0.01ppm  0.003 ppm
avocado I GC/ECD 93.9 001 ppm  0.003 ppm
cherry I GC/ECD 86.5 0.01ppm  0.003 ppm
fig I GC/ECD 91.6 001 ppm  0.003 ppm
grape I GC/ECD 893 . 0.01ppm  0.003 ppm
kiwi I GC/ECD 929 0.01ppm  0.003 ppm
olive I GC/ECD 90.1 001 ppm  0.003 ppm
peach I GC/ECD 86.7 0.01ppm  0.003 ppm
peanut nutmeat I GC/ECD 90.9 001 ppm  0.003 ppm
pomegranate I GC/ECD 91.3 0.01 ppm  0.003 ppm
soybean I GC/ECD 1049 001 ppm  0.003 ppm
peanut hay I GC/ECD 92.2 0.02ppm  0.007 ppm
peanut shell I GC/ECD 95.3 0.02ppm  0.007 ppm
peanut vine I GC/ECD 81.8 0.02ppm  0.007 ppm

! Refers to section 7 crop grouping for analyis.
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RUN 8# 1966
START
Ir

Figure 1. Apple Control

95-1408-003

JUN 38, 1995 @1:35103

STOP

RUNS 966
AppLel’®e

SAMPLE NRAME:

15.348
e
p75
JUN 30, 1995 01135103
qQ5-1408 SAMPLES 23

METHOD NAME F1GOALENT .HCT
6 FINAL UT.S _ voL INJ_Mel mt rinaL voL S _

HEIGHTX
RTY
15.348
18.526

TOTRL HEIGHY

HEIGHT TYPE UIDTH HEIGHTX
5803 88 117 8.14573
426884 P8 .196 91 .85424

= 46687

MUL FRCTOR=1 .0000E~-00

Control

DIL FACTOR_Y_ M6 INJ_I_
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Figure 2. Apple Fortification 0.01 PPM
95-1408-003
RUN 8 1969 JUN 30, 1995 83:48:58
START
Ir
sToP

RUNE _ 1969 JUN 38, 1995 @3:48:50
APPLE fortification )
SAMPLE NAME: __0.0lppw» sAPLER 26 95 -1408

METHOD NAME: M:GORLLKT .MET
6 FINAL UT_S _ vor INJJasl m rInaL voLS__ o1L racTor__l_ m6 Ins_J__

HEIGHTX
RY HEIGHT TYPE UWIDTH HEIGHTZ
15.345 1494) g8 .158 5.663531
16.770 2657 88 .123 6 .75465
l8.sz8 35238 PB .187 89 .582085

TOTAL HEIGHT= 39336
MUL FACTOR=1 .0000E~-00
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Figure 3. Apple Fortification 0.10 PPM

95-1408-003
RUN 8 1970 JUN 38, 1995 04133127
START
U
— e
15.344
16.767 wife
- %
$H
s10pP
RUNS 1970 JUN 38, 1995 04:33:27
PPLE fortitication
A SAMPLE NAME: __g;]_ﬁ_gg___ saMPLEs 27 95- 1408

METHOD NAME: MiGOALEXT .m:l
6 FInAL wT_§ _ vor InJ_lal o orinaL vor S o1 FActor__\_ me 1ms_)__

HEIGHTX
RTY HEIGHT TYPE UIDTH HEIGHTX
15 .344 1374 BP .147? 2.28318
16.767 24114 PB 124 40 .86979
18.518 34692 PB .1885 S§7.647@7

TOTRL HEIGHT= 602180
HUL FACTOR-1 .00B0E-008
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Figure 4. Apple Fortification 0.50 PPM

95-1408-003
RUN 8 1972 JUN 30, 1995 06:02:38
START
ir
Ir
16 .767
18.518
&F
ST0P
RUN® 1972 JUN 30, 1995 06102:38
ALLLE fortification 55 Q5-1408

SAMPLE NAMEs ____QuEppens  SAMPLES

METHOD NRME: MsGOALERT.HET 5
MG INJ O:2=

6 FINAL WTSS. _ uoL INJ_lad mu rinAaL vor &__ pIL FRCTOR_S. 0.2
HEIGHTX
RT  HEIGHT TYPE WIDTH  HEIGHTX
16.767 24710 PB  .124 65.70934
18.518 12895 PB  .164  34.29066

TOTAL HEIGHT= 37605
HUL FACTOR=-1 .008B0E~-QP

000D418

-
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Figure 5. Artichoke Control
94-0060-001

Data file: L0688 . ’ RAR numbex: u-on‘&

Nethod f1le: GUALVM Sample wor 001B) S q118¢
Type: SANTLE_ Cowponent: ARTICHOKE

Sample Name: M - i cal. Curver 07/08/9%
Date: 6 Jul 1998 19512  Nethed: GOALYw Asalyst ;1 8342

Interfase: 711 Cycled: $ Channald; A

Instrusent: VARIAN 3800,

Columns RYX-200, 0.32am ID, 1.0um df Column Length: 60 HNetars
Starc Temp-Time (deg-uin): 231§ € Rawp Mold (deg-win): 1
Program fate (deg/win): $C nd Time-Tewp (deg-min): 2850 C-3§
Prog Slope (# or Linear): WA iny fost Temp: 168
?iowrace/Gas: 3.5al/mmMdE Split Ratiosr MA

Det 1-Type & Temp: ECD/200C Dot 2-Type & Tomp: A

Ploc times: 0 te 30 minutse
Plot range: 50 millivalts (-.32 =nv offsec)

GORL

LnnnnlnlLLlnlLllnanllnnj_lllJ;J.

Ret. Compound Poak Peak VYolume Searp
Time ame Ares Neight (ml) .

.40 GOAL 0.0008+00 . 0008400 $.00 $.00

00049
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Figure 6. Artichoke Fortification 0.01 PPM
94-0060-001

Data file: LOGSS - RAR mbar: 94-0068

Nethod f£ile: GOALVS Sampls o1 001

Types POEXIFICATION Component:  ARTICHOKE

Ssmple Name: KA ¢ Cal. Curve: 07/06/98
Dete: 6 Jul 1998 120:28 Nethod: GOALVM Amalyst : 88 $2

Interface: 713 Cycled: & ChennelS: A

Instyumsent: YARIAN 3800,

Columa: RTZ-200, 0.33ms ID, 1.0um 4f Coluam Length: 60 Netaxs
starc Temp-Time (deg-win); 218 & Ramp Beld (deg-win): 2
Pxogran fate (deg/min): SC Mad Time-Towp (deg-uin): 289 C-1§
Prog Slope (§ or Lineax): WA nj Pert Temp: 268
Plowrate/das: 3.5al/wmiE Split Ratios WA

Det 1-Type & Temp: ECD/I06C Dot 2-Type & Temp: XA

Plot i t 0to 30 =i
Plot range: 50 =illivelts (-.24¢ wv offsec)

GOAL

llll_llllJll_]lllllLlllllllllllﬂl

g:l‘lﬁlrll]rllllll'rll’lflIIIITIIIﬁl
4

|
Compound Poak Poak Volume Somp ug
e Azwe Reight (nd) . Added
3.2 QOAL 3.7708008 334840 $.00 $.00 0.080
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Figure 7. Artichoke Fortification 0.10 PPM
94-0060-001

Deta filer Loea® . RAR mamber: 940060

Nethod files GOALYS . Sample No: 003

Type! ISETIZICATION Component: ARTICHOKE

Sample Name: NA cal. Cuxves 07/06/98
Data: 6 Jul 1998 20:8) Bethod: GOALUS Analyse @ u,z

Interface: 711 Cycle#: 9 Qanmneld: A

Instrument: VARIAN 3500,
Colusn: RTX-200, 0.32mm ID, 1.0um df Coluun Leagth: 68 Netars
start Temp~-Time (dsy-uin): 218 € Ramp Hold (deg-min): 1

Progyam Rate (deg/min): SC 2ad Time-Temp (dey-uin): 130 c-38
Prog Slope (8 or Linsar): MA nj Port Temp: 2168
Plowzata/Gas: 1.S5ul/mis Split Ratio: WA

Dst 1-Type & Temp: ICD/300C Det 2-Type & Temp: MA

flot times: 0 to 20 winutes
Plot range: 30 wmilliweits (-.17 wr offset)

- ' -
C :
- .
o -
b —
B = P N
F ¢ :JGOFIL
- - _p -
N ]
E -
. b j
5 -
- -
C ] '
Ret. Cowpound Poak Ponk Volums Samp oy
Tine me Ares Beight (ml) w. Added
13.33 ooAL 2.9608401  .2438004 5.00 $.00 ‘a.500
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Figure 8. Artichoke Fortification 0.50 PPM
94-0060-001

Data file: L0630 . . RAR mbex: 94-0060

flethod f£ile: GUALVE Sample No: 001

Types ZOEITIICATION Compomast s  ARTICEOKE

Sample Xame: WA cal. Guxves 07/08/98%
Date: ¢ Jul 1998 31;19 Nethod: GOALVe Amalyse : 82 §3

Iatexface: 711 Cyuled: 20 Charmalds A

Instrument: VARIAN 1508,

Colusn: RTX-200, 0.J2um ID, 1.0um df Column Length: €8 Neters
Starc Towp-Time (deg-min)s 3385 C Ramp Mold (deg-=in): 2
frogram Rate (deg/xin): $C  Bud Time~Temp (deg-win): 250 C-18
Pxog Slope (# or Lineax)) MA Inj Poxt Temp: 268
7lowzata/Gas: J.5al/saxs Split fatio: MA

Dat 1-Type & Towp: ECD/300C . Dot 2-Type & Temp: MA

flot timser O te 30 wisutes
Plot range: $0 aillivelts (-.21 wv offsec)

}

e ————
"

GOAL

lllllllJlLlllLlLlllIlljllllltﬂ_]_

'Il‘_lll'llIr'Tlfl_lll1'[lflrllll

[ ]
Ret. Compeund TPoak Poak Volume Semp oy
Time Heme Axea Beight {al) . Added
13.22 QGOAL 1.4608+01 <317R+04 $0.0 $.00 " 2.0
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Figure 9. Avocado Control
94-0141-001

Data file: L1988 . RAR numbear: $4-0141

Rethod file: GOALVM . sample No: 0031

Type! AMIRLE. Componant: AVOCADO

Sample Name: MA cal. Qurve: 07/30/98
Date: 20 Jul 1998 33:28 Rethod: GOALVS Analyst : s%

Iaterface: 7131 Cycle#: § Channel#: A

Instrumanc: VARIAN 3800,

Column: RTI-200, 0.33mm ID, 1.0um df Column Length: 60  Neters
starc Temp-Time (deg-uin): 218 C Ramp Mold (deg-min)e 1
Program Rate (deg/min): 10C End Time~Temp (deg-uin): 230 C-17
Prog Slope (# ox Linearx): MA Inj Pext Tamp: 268
Plowrate/Gas: 3.Sml/smME split Ragie: MA

Dat 1-Type & Temp: BXD/300C Det 2-Type & Temp: WA

Ploc timas: O to 30 wminuces
?lot range: $0 millivolts (-.24 wv offsec)

g %—
[ A
P A
C JGoRL
- .
— =
C ; N
X ]
L -
[ :
L J

et Compound Poak Poak Volums Sawp

Tine Name Ares Beight (ml) [N

13.21 GOAL G.0008400 .0008+00 5.00 s.00

000053
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Figure 10. Avocado Fortification 0.01 PPM
94-0141-001

Data file: L1989 o BAR mumber: 94-0143

Nethod file: GOALVE : semple ¥e: 082

typer RRIZPICAIZION Componest: AVOCADO

Sample Nawe: MA Cal. Quve: 07/30/9%
Date: 31 Jul 1998 01116 Nethed: GOAILYR Apalyet @ us“

laterfsces 731 Cysled: 9 Channeld: A

Instrument: VARIAN 3800,

Columns RTX-200, 0.32um ID, 1.0um 4df Column Lemgth: €0
Start Temp-Time (deg-nin): 218 C 2amp Hold (deg-wmin); 1
Progras Rate (deg/min): 10C Bnd Time-Temp (deg~uin): 289 C-17
Prog Slope (# or Linear): MA In) Post Temp: 368
Plowrace/das: 3.Sal/eakE split Raties MA

et 1-Type & Temp: BCD/300C Dot 2-Type & Temp: A

Ploc times: O ts 30 minutes
f?lot range: $§ uilliwvoits (-.85 mv offset)

el

rl‘lljﬁrl'rrl rlTTlr'lTl1

-
-
.
- ——
= -
b
- .
- -
- “ ]
— ——
Reot . Compound Poak Poalk Yalune Samp ug
Tiee Same Area Reight (md) . Added
13.32 GOAL 3.1108400  .2488403 $.00 s.00 0.080
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Figure 11. Avocado Fortification 0.10 PPM
94-0141-001

Daxa file: LIIBAS A : RAR mumber: 94-0141

Wechod £ile: GOALVE’ . sample Ne1 00

Type: POEIIXICAIZON Component: AVOCADO

Sample ¥ame: XA Cal. Qurwve: 07/13/98
Date: 13 Jul 1998 18:34  Meched: GOALVM Amalyec : 8347

nterfave: 712 Cyaled: 9 Chanmalld: A

Iascrunent: VARIAM 1500,

Column: RTX-200, 0.33mm ID, 1.0wm d&f olumm Leamgth: 60 Netars
start Tomp-Time (dey-wuin): 318 € Ramp Nold (deg-min): 2
Program fata (deg/uin)s 16C Nnd Time+Tenp (deg-wia): 288 C-17
oy Slope (8 oF Linsar): MA In) Pest Temp: 268
Flowxuce/Gas: J.5al/uni Splic Ragie: MA

Det 1-Type & Tamp: BCD/300C st 3-Type & Temp: WA

flot tiwes: 9 to 30 wibutes
Plot range: 30 uilliwoits (-.3 wv offsec)

| JllllLLl_

|

GORL

|

]TT

?!llrrllllll'llrllrrlr'llflll( LB
[

-
-
1
3 |
Compound Saak Poak Yolume Samp uy
Hame Axea feight {ml) we. Addad
13.31 QOAL 4.3408401 .297e04 $.00  $.00 'o.uo
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Figure 12. Avocado Fortification 0.50 PPM
94-0141'-001

Data €iles L1981 N RAR Dumber: 94-0141

Nethod £1le: GOALVE ' Sample We: 061

TYpe: IEEIICAIICN Componests  XVOCADO

Sample Name: KA Cal. Curwer: 07/20/98
Date: 231 Jul 1998 04133 Bethad: GUALVE Amalyes : 8%

Intexface: 713 Cyreled: 16 Gannelds A

Inscrvment: VARIAN 2508,

Colums: RTX-300, 0.32wa ID, 1.0um df Column Length: 60 Retars
starc Temp-Time (deg-winm): 318 € Ramp Neld (deg-mim)r 1
Program Rets (deg/miml: 10C Nud Time~Temp (deg-wim): 250 C-27
Proy Slope (8 or Linear): MA Ind Pext Temp: 168
flowsute/Gas: 3.Sul/aaiiR Split Ratio: NA

Det 1-Type & Tasp: BCD/I96C Det 3-Type & Temps WA

noee'z-. 0 to 3¢ niautes
ot range: 58 willivoles (-.19 mv offset)

L J

- -y

b ——

b -

- P -y

b -

pm —

- ) 2

. e
o

N pa— JGOAL

=~ -y

- —

e -4

p -

= -

b -

L -

- -

o -

o e

-3

s 3

o -

L - s
et Conpeund Poak Penk Voluse Samp uy
Time Hane Area Baight (wl) " Added
13.32 GOAL 3. 6708402 +337TR+04 $0.0 $.00 3.80
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Figure 13. Cherry Control
92-0041-002

Oata file: LOBSS . RAR Dumbart $3-0043

Nethod filet AVALYS : Sample We: 0028

Type!t AMIRLE. : Component: CEERRY

Sample Rame¢ NA Cal. Garver 67/08/98
Dater § Jul 1998 19131  Nethod: JAALYM Amalyee : 83 ¢

Intagfses: TI1 Cysledr ¢ Channel®: A

Iascxumest: VARIAN 1800,

Columa: KIX-100, 0.33wm ID, i.0um df alumn Lengch: 60 Netars
starc Teup-Time (deg-wuin}i 218 C Ranp Hold (degewminii t
Program Rate (deg/min): §C  End Time-Temp (deg-win): 350 C-38
Prog Slope (§ or Linser): MA In§ Pest Temp: 268
Plowrste/Gas: 1.%al/wsE Split Ratio: WA

Dat 1-Type & Temp: BCD/200C Dot 2-Type & Temp: NA

flot times: 0 te 38 miouses
floc raoge: 30 millivelts (-.39 wv offsec)

o

GORL

llrlflllllllrl]'ll'l]Tlll

)
ljlllljlllljlllllljllllll.ll]ﬂ_‘__

b

el

e

= 1
Rett. Campeund Poak Poak Yeluas Samp
Tine Name Axea Neighe (al) .
13.40 GOAL 0.0008+00 . 3008+00 5.00 .00
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Figure 14. Cherry Fortification 0.01 PPM
92-0041-002

Daga file: Lasss . RAR numbswt 23-0041

Nethod file: GOALV : Sample Me: 082

Type: SRIZFICATION i Compenanc: CXRRRY

Sample Mame: WA al. Qmves 07/08/98
Dazer § Jul 1995 19:4¢  Secheds GAALTR - amslyes 1 83 42

Intexfase: 713 Cywledsr Chammeld: A

Instrumenc: VARIAN 2800,

Column: RTX-200, 0.32=m ID, 1.0um df Colusn Length: €0 KNetars
Stare Temp-Time (deg-uinl): 218 C Ramp Hold (deg-wuin): 3
Progrem Rats (deg/=min): SC Snd Time-Temp (deg-min): 250 C-2§
Pxog Slope (P or Linsar): NA Ix) Pext Temp: 268
flovrate/Gas: 1.Sal/enkB Split Ratios XA

Det 1-Type & Temp: ECD/300C Dot 2-Type & Temp: MA

Plot times: 0 te )0 winuces
Plot rsnge: 58 milliwoles (-.28 uv offsec)

| S

T

GOAL

rIll]l'lllrlllf'l]l‘ll'llr

IJIJJ‘lllllljllllllllllll]j'ilu]

&

Compoumd Poak Poak Yolume Samp
Aves Reight [{ V¥ .

[
|

Nama
13.34 GQAL 2.4808400 .1928¢03 s.00 s.00 e.080 '
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Figure 15. Cherry Fortification 0.10 PPM
92-0041-002

Data f1le: LASSS . RAR number: 93-0041

Bethed file: GOALVE : Ssmple Mw: 002

Types ERIZIICATION : Componest: CIERRY

Sample Mames XA al. Caxrves 97/08/38
Dases $ Jul 1995 19:5€  Nethed: GOALVM Amalyws : 85 Y&

Intesfases 711 Cyale#e 9 Chamnalld: A

Instrusent: VARIAN 31800,
Column: ETX-200, 0.13mm ID, 1.0um df Calisms Lengeh: 60  Netars

staxt Temp-Time (deg-wis)s 2185 C Ranp Nold (dey~min): 3
Program Rats (deg/uin); SC ad Time-Temp (deg-nin): 150 C-2%
rog Slope (§ ox Linear): EA In] Foxt Temp: 268
Plowrate/Gas: 1.5al/aneB Split Ratio: M

Det 1-Type & Temp: ECD/I0CC Deg 2-Type & Temp: KA

flot timess 0 t» 20 miputse
Ploc ramge: 50 muillivelts (-.28 wv offses)

~

—

GORL

lJlillllJL'llll.lllllllll'l“ﬂ]

g;[Iffilli‘llllll]ll"[T’lll'llll—

|
Compound Tuak Poak Yeolume Samp oy
Yane Area Neight (al) w. Added
13.33 QOAL 3.6108+01 - 3888+04 8.00 s.g0 800 -
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Figure 16. Cherry Fortification 0.50 PPM
92-0041-002

Daca files Loss10 RAR mmber: 92-0041

Nethod £ile: GOALVM B Sample Mes 002

Type: IORITFICAIION o Campenens: CEERRY

Sample Name; MA Cal. Quxrves 07/08/98
Datat § Jul 1998 30134 Nethod: GOALVw Mmslyst ¢ s39T |

Intarfage;: 711 Cyeled: 10 Channells A

Ingcrument: VARIAN 1800,

Cslumn: RTX-200, 0.33mm ID, 1.0um df Colums Leagth: €8 Hetarw
ftart Temp-Time (deg-uin): 218 C fanp Held (deg-uia): 2
ProgTan Race (dey/wmin): $C ad Time~Tesp (deg-uin): 350 C-38
Pyog Slope (§ or Linesxr): MA Ind Post Temp: 268
7iowrate/Ges: 3.Sal/wni® splic Ratie: MA

Det 1-Type & Temp: ECD/100C Dot 1-Type & Temp: WA

Plot times: 0 t® 30 minutse
Plot range: 50 uillivalts (-.33 wv offsec)

{

I

GORL

ulllJJllIlJlll'llljllLLlll u'

5"1ﬁ[llr]’ll’lll'l!ll'llll'Tllj—

. Compound Ponk Posk Voluse Samp uy
Tine Eame Area Neight (ud) . Addad

13.34 QOAL 1.2008+01 - 9488402 $0.0 5.00 2.80
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Figure 17. Fig Control
94-0142-001

Data filer  Li1SA13 : RAR number! 94-0142

Sethod file: GOALVM : Ssmple Mo: 0018

Type: SARRLR . Omponane: FIo

Ssmpls Mama: WA cal. Qurver 07/13/9%
Dater 13 Jul 1998 17154 Nethods GOALVa Mmalyst ; 88 2

Intaxfase: 711 Cyeleds 12 Cannel§: A

tastrumant: VARIAN 3800,

Column: ETX-200, 0.32mm ID, 1.0um df Colums Lamgth: <@ Netexw
start Toup-Time (deg-nin): 318 C Ramp Hold (deg-min)s 2
Progran Rate (deg/min): 10C Ind Time-Teup (dog-wuim): 2850 C-17
Prog Slope (# or Lineari: MA Inj Post Tump: 288
Plowruce/Gas: 1.85al/sniE Split Rasio: WA

Det 1-Type & Tamp: BD/300C Do 3-Type & Temp: WA

Plot timest O te IO minutse
?lac range: 50 willivelts {-.37 wv offset)

[

|
+
B

GOAL

of

lllllllllLlJlllIl_lllelljll"]]

gs[‘"'""'l'Tt'ﬁ1"1"l']""—

T
Compound Soak teak Yelume Semp
Nene Area Beight (ml) we
33.32 QQAL 0.0008+00 0008600 .00 $.00
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Figure 18. Fig Fortification 0.01 PPM
94-0142-001

© Oata filer Lijsaze : RAR pumber: 34-0143
Sethed file: GOALVE : Sample We: 001
Type: EORXTIICATION Companens: P20
Semple Mame: NA cal. Cawve: 07/11/9%
Datar 13 Jul 1998 19110 Nethods GOALVm Jnalyws : 83 ¢¢
Intarfase: 713 Cymleds 16 Chanmeld: A

Instrusent: VARIAN 1300,

column: RTX-200, 0.32wm 1D, 1.0um &f Colusm Leogth: 60  Netars
start Temp-Tine (deg-win): 215 C Remp Held (deg-win): 3
ProgTam Rate (deg/min)i 310C Mad Time-Temp (deg-min): 380 C-17
3oy Slope (8 ox Linseri: XA Imj Poxs Temp: 268
Plowruse/Gass 3.5al/uaiR split Ratio: MA

Det 1-Type & Temp: BCD/206C Dok 3-Type & Temps KA

Plot timss: O te 3¢ minutee
Ploc rwnge: $8 wmillivaita (~.26 we offset)

GORL

LLIIIL]IL!IJlLLlllll“lllll"ﬂ.

FE'ITTr]IIII'IllT'lllr‘lllr'lj'T—

Compound Poak Poak Voluse Samp oy
s Axea Beight (ml) w. Added
13.32 QOAL 3.3308+00 «2TTRe03 $.00 $.00 '.0.0IO
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Figure 19. Fig Fortification 0.10 PPM
94-0142-001

Data filer LI1SAL? B RAR pumber! $4-0142

Nethed fila: GOALVM ’ Ssmple No: 601

Type: POEIZFIGAIION Comgonens: 918

Sample l-.; n cal. Curve:r 07/12/98
Date: 12 Jul 1998 19:38  Nethod: GOALYM Asalyst ¢ 8342

Incartaces 711 Cyoled: 17 Chamnald: A

Instrument: VARIAN 3800,

Coluwm: RIX-100, 0.32wm ID, 1.0um dAf Column Lemagth: 60 Netarxs
stast Towp-Tine (deg-wmin)i 218 © Ramp Rold (deg-win): 1
Program Rate (deg/min): 10C End Time-Temp (deg-wim): 350 C-17
Prog Slope (§ oxr Linear): MA Inj Poxc Tewp: 245
Plowxste/Ges: 3.5al/wniR split Ratior WA

Det 1-Type & Temp: BCD/200C Dot 3-Type & Temp: WA

Plot times: 0 to 30 uinutes
Ploc range: $0 millivolts (-.3 wv offsec)

{

e

GOAL

lJlLllllllllllllllll'lllJJlm‘l

rlll'rrTTl'llr]llllfllllll’llll

| 718 Compound Poak Poak Volume Samp ™
Axsa Neight (ml) w. Added

Kane
13.22 GOAL 3.3608+02 3768404 $.00 $.00 0.800
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Figure 20. Fig Fortification 0.50 PPM
94-0142-001

Data file: LilsAis : RAR cumbert 940142
Nethod €{le: COALVE : sample Ne: 001

Type: IORXIYICATZON Compeneac: FIG

Sample Mase: WA cal. Qmxve: 07/13/98
Davas 13 Jul 199§ 30400 Mechoed: GOALVE Jmalyes « 82 LT

Incerfaser 713 Cyuled: 18 Chanmeld: A

tastrument: VARIAN 1800,

Column: KIX-300, 6.32mm ID, 1.0um df Column Lemgth: 68 Neters
start Temp-Time (deg-uin): 218 C Remp Held (deg-mim): 3
Prograa Rate (deg/xin): 10C Bnd Time-Temp (deg-uim): 350 C-17
Proy Slope (0 or Linear): MA In) fost Towp: 368
Plowrute/Gas: 3.5al/sniE splic Ratio: MA

Det 1-Type & Temp: ECD/200C Det 2-Type & Temp: WA

2lot times: 0 to 30 minutes
Plot range: $0 milliwvolts (-.37 mv offset)

b4 ]
|
B N sen——
= -1
o .
P -
- -
[ K~ +P -1
d b
. — JGoRL
- (- =P -
o -
- -t
o -4
» -
= .
; y ]
- _ ]
Rec Compound Poak Poak Volums Samp ug
Time Axres Raighe (md) . Added

Name
13.32 QOAL 1.2808+01 .302K+04 0.0 $.00 '.Z.IO
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Figure 21. Grape Control

93-0012-001
Data file: J03J6 AR rumber: 93-0012
Nethod file: GOALVE . Sasple No: 001
Type: SNLE ' : Componant: THOWPSON
Sample Name: NA Cal. Curves 01/03/9%
Oste: S Jan 1995 21129 Nethod: GOALVW Analyst 1 82 93
Interface: 711 Cyclefs 6 Charneift A

Instrumsnt: VARIAN 3300,

Column: ATX-200, 0.32m D, 1.0umdf Column Length: &0 MNeters
start Temp-Time (deg-min): 218 C Remp dold (deg-sin): 1
Progran Rate (deg/min): 5C Und Time-Temp (deg~win): 250 C-29
Prog Slope (F or Linesr): NA Inj Port Temps 255

Flowrste/Gas: 3.5ai/min. split Ratios MA

Dat 1-Type & Temp: ECD/300C Dot 2-Type & Tesp: MA

Plot times: 0 to 30 minutes
Plot renge: 340 millivoits ( 31 av offset)

L =

o 3
" ]
- -
C JGORL
- J
- o
- n
- 3
- L— —-
C :
o h '
tet. Compourd Pesk " Pesk Volume ° Samp
Time Name Ares Nefght ) W

13.26 GOAL 0.000E+00  .000E+00 S.00 5.00
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Figure 22. Grape Fortification 0.01 PPM

93-0012-001
Dats files  J1387 - RAR rumber: 93-0012
Nethod file: GOALVE . Semple Nos 001
Type: ERTIEICATION Companants  THCNPSON
Sasple Name: WA ' cal. Curver 01/14/93
Dete: 14 Jan 1995 17:49 Nethod: GOALVE Amsiyst § ST47
Interfscs: 715 Cycieds 7 Qarneifs A

Instrument: VARIAN 3300,

Column: RTX-200, 0.32mm 10, 1.0um df Catlum Lengthz 60 Neters
start Temp-Time (deg-min): 215 C Rewp Nold (deg-ain): 1
Program Rate (deg/min): 5C End Time-Temp (deg-min): 230 C-23
Prog Slope (£ or Linser): XA In] Port Temp:s 255

Flourste/Cas: 3.5ml/min. split Ratio: mA

Det 1-Type & Temp: ECD/300C et 2-Type & Temp: HA

Plot times: O to 30 minutes
Plot range: 3450 millivolts ( 31 av offset)

e 4

GORL

Lllll'ljlllllll‘llLl'llllll

lrllTlTllI'llrlll_lll'lflljl‘l

8
Ret. Compound Peak Pesk Yolume Samp w
Time Name Area Neight )y o we. Added -
15.30  com 3.6106401  .Z31E404 S.00 S.00 0,05
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Figure 23. Grape Fortification 0.10 PPM

93-0012-001
Oata file: Jo0SJ8 RAR rumber: 93-0012
Nethod file: GOALVE . Smpls No: 001
Type: EORTIEICATION . Component:  THONPSONM
Sample Name: NA Cal. Qurve: 01/05/95
Date: 5 Jan 1993 22:42 Method: GOALVE Aralyst : 82 92
interface: 711 Cycieds 8 Charvwif: A

Instrument: VARIAN 3300,

Coltmns RTX-200, 0.32mm D, 1.0um df Column Length: 60 Meters
Start Temp-Time (deg-min): 215 C Ramp Neld (deg-min): 1
Program fats (deg/min): 5C  End Time-Tamp (deg-min)s 250 c-23
Prog Slope (# or Linesr): NA Inj Port Temp: 243

flowrate/Gas: 3.5=i/wmin. split Ratfo: NA

Det 1-Typs & Temps ECD/300C Det 2-Type & Temps KA

Plot times: O to 30 minutes
Plot ranges 340 millivaits ( 31 mv offser)

GOAL

LLllllllllLlIJllllLllJlLlll.&.

ljll’llllll"ll‘llllll'llTlr!ll'—

Compound Pesk Posk Yolume * Samp w -
Time Nase Ares Nefght ) e Adided )

g
.

15.3 GoAL 2.TSOE+02  .150E+03 s.00 , 5.00 ‘O.SU
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Figure 24. Grape Fortification 0.50 PPM
93-0012-001
Dats files JOSJ9 AR ramber: 93-0012
Nethed file: GOALVE . Sampls Me: 001
Type: W . Cosponant:  TRONPSON
Sampile Name: WA . Cal. Curve: 01/03/93
Oate: 9 Jan 1993 3119  Method: GOALVE Arslyst : 8242
Interface: 711 Cycledis 9 Charnelfs A
Instrument: VARIAN 3300,
Column: RTX-200, 0.32mm 1D, 1.0um df Column Lengths 60 Neters
start Temp-Time (deg-min): 213 C Remp Held (deg-min): 1
Program Rate (deg/min): 5C nd Time-Tesp (deg-ain): 250 C-235
Prog Slope (# or Linser): MA Inj Port Temps 263
Flowrste/Gas: 3.5el/min. spiit Ratios WA
et 1-Type & Tamp: ECD/300C Det 2-Type & Temps WA
plot times: 0 to 30 minutss
Plot range: 350 millivoits ¢ 31 v offset)
- -
. -
u .
o JJGoRAL
- -
: o
- -
= -
P- -
C - s
Ret. Compourd Pesk Pesk Voluss ° Samp w
Time Name Ares Neight ) W, Added

15.23 coAL 1.5906402  .902E+04 $0.0 5.00 250
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Figure 25. Kiwi Control
94-0146-001

Data file: L20JAS AR number: 24-0346

Nethod £4le: GOALVM : Sample W01 002

Typer SANPLE : Componeas: KINX

Smple Nemet KA Gal. Curves 07/23/38
Dater 23 Jul 1998 10128 Nethed: GOALVM Amalyet : JB

Intartase: 713 Cyaleth: § Cannelés A

Iastrusent: VARIAN 1800,

Coluan: RTX-200, 0.33wm ID, 1.0um df Column Lemgth: €8 SNeters
start Temp-Time (deg-min): 215 € Rawp Hold (deg-win): 2
Program fate (deg/mis): 10C Snd Time-Tewp (deg-win): 180 C-17
Prog Slope (# oxr Linear): WA In} Porxt Temp: 168
flowvrate/Gaas 3.5al/wniE split Ratio: WA

Dst 1-Type & Temp: ECD/200C Dot 2-Type & Temp: MR

?lot timses 0 to 30 wimtes
floc range: 50 uillivolts (-.25 wv offsec)

L} .
K‘ -
o -_— -
N ‘ ]
- g .
= -
- '( - +P -
[ i JGOAL
" e 9
b (= =P j.
- ]
E ]
: 3
C ]
N -1
L 2 '
L7 ) Compound Poak Souk Yoluse Samp
Tine Mams Arsa Neight (md) .
.33 ooaL 0.0008400  .0008+00 s.00 s.00
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Figure 26. Kiwi Fortification 0.01 PPM
94-0146-001

Data €ile: LI0JAS RAR numbert $4-0146

Nethed files GOALVM : Ssmple Mo 003

Type: ERIIOXICN N Qmpenens: 92

Sample Xame: KA Cal. Quxve: 07/23/98
Dater 22 Jul 1996 10164 Neched: GOALT -uyw..n_?

Intarfase: 711 Cyelads ¢ Chanmaldt A

Instrumantc: VARIAN 3880,

Colusn: KTX-300, 0.32mm ID, 1.0um df Calumm Lemgth: €0  Netexs
stare Tenp-Tine (deg-wmin): 318 € Ramp Nold (deg~win)s 2
frogyem Rate (deg/uin)s 19C Sad Tims-Teomp (deg-nin): 238 C-17
Prog Slope (§ o Lineari: MA Ing Pews Temp: 268
7lowzuce/Gass 3.Sal/wnks split Raties MA

Dot 1-Type & Temp: BCD/300C Dot 3-Type & Tamps NA

Plat timse: ¢ ts 30 miouctes
?let venge: §0 willivelts (-.28 wv offaec)

o

GOAL

'llllllllllllllljlllllllllJlL_‘_‘_
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Figure 27. Kiwi Fortification 0.10 PPM
94-0146-001

Daks filas LIOJAY RAR mmbewr: 94-0146
Bethod £ile¢ GOALVE - Sample ¥Mo: 001
Type: EORIIXICAIION ; Ceapanens: KINX

Sample Mame: 1A Cal. Qirver 07/23/98

Dates 23 Jul 1995 33519 Nethed: GOALV Analyet i
Intarfases 713 Cycled: 7 CGasoald: A

Instrumens: VARIAN 1800,

Calumn: RTX-300, 0.22um ID, 1.0um df Colums Lengvh: ¢80 Becarxs
Start Tesp-Time (deg-uinl: 1185 C Rsmp Wnld (deg-wmin): 1
Program Rate (deg/min): 10C Bud Tise-Temp (dog-mia); 3180 C-17
Prog Slope (8 oxr Linear): MA Iny Pewt Temp: 168
flowrste/Gas: J.Sul/wmuR splis Recio: WA

Dot 1-Type & Temp: EXD/300C Bet: 2-Type & Temp: MA

Plot times: 9 to 30 ninutes
Ploc range: $¢ utllivolcs (-.2¢ wv offset)

o “ o

- = 1

e —
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b — +P -

: o JeoAL

o -1

L - -p ——
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- 3 '
Ret. Compound Peak Poak Yolume Samp oy
Tine Hame Azea Reight (ml) =. Added
13.33 GOAL 1.8808401 1598404 $.00 s.00 “ o.a30
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Figure 28. Kiwi Fortification 0.50 PPM
94-0146-001

Data files LAOIAS . . RAR sushess 94-0146

Rethod files GOALVR ’ o Semple Nsr 02

Type: ESIICATION ' Coupenens: KINT

Sample Xame: MA ‘ cal. Cuxrve: 07/323/98
Date: 12 Jul 1998 13:44 Bethod: GOALWYEM Asalyss : 3B,

Iataxtases 712 Cyoleds o Chasmal$s A

Inscrument: VARIAN 1500,

Column) NTX-200, 0.33mm ID, 1.0um d€ Coliam Lemgth: €0 Natars
staxt Temp~Tine (deg-wim)s: 318 C Ramp Mald (deg-uin): 1
Frogras Rate (deg/min);: 10C Sad Time-Temp (deg-min): 288 C-37
rog Slope (# ar Linearwis MA Inj Maxc Tump: 2683
Vlowraca/Gas: J.Sal/mgR Splic Rasio: M

Dt 1-Typs & Temp: £CD/306C Dot 3-Type & Temp: K

Ploe times: ¢ to 30 minwtse
Ploc runge: $§ willivolts (-.34 wv offses)

-t

GOAL

r'rlrllllllllllrlll]l|ll

-

LLl]lllllllllllljllJllllLlLul

-

-

-

Ree. Componand Poak Poal Yolume Samyp oy
Time Mane Area Beight {tml) . Added
13.33 GOAL 1.6608+01  .1308404 58.0 s.0e " 2.30
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Figure 29. Olive Control
94-0172-001

Data file: LO7813 : AR musber: 34-0172

Rethod file: GOALV ; Sample Mw:1 0018

Type: SANRLE. Casponent: OLIVE

Sample Mame: WA cal. Quxve: 07/07/38
Dates 7 Jul 1995 20:83 Nethod: GOALVM Malyss 1 83 $&

Interfaces 711 Cyoled: 13 Charnelé: A

Inscrumant: VARIAN 3580,

Column: £IX-100, 0.33=m ID, 1.0um df Colusn Leogch: €60 Netary
starc Towp-Time (deg-min): 1218 C Ramp Mold (deg-min): 3
frogras Rats (dag/min): 10C Bnd Time-Temp (deg-win): 280 C-17
Prog Slope (§ or Linear): MA Inj Poxt Temp: 248
flowrata/Gas: 3.Sal/maE split Ratio: WA

Det 1-Type & Tamp) BCD/300C Dat 2-Typs & Temp: NMA

?lot times: 0 to )0 minutss
Plot range: $0 millivolts (-.28 wv offsec)

=

L)

GOAL

L_LlllLllLll(lLlLlllllllllljlhl]

Compound Poak Poak Valume Samp
Arsa Beight (al) w.

ggrlll‘—'llll"l‘lll'lrﬁl'l"l'lllrl

Kans
13.33 QOAL 0.0008+00 .0008+00 $.00 s.00

000073
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Figure 30. Olive Fortification 0.01 PPM
94-0172-001

Dsts €ile:r LO7S16 B BAR numbest $4-0172

Nethod file: GOALVM ’ Sample Me:1 003

Type: PORIIVICATION Compenenc: CLIVE

Sample Kame: WA’ cal. Quxve: 07/07/9%
Date: 7 Jul 1998 33:07 Nethod: GOALVE Mmalyst : 824

Intesfaca: 711 Cyuled: 16 Chamnels: A

Instxumenc: VARIAN 3800,

Column: RTX-200, 0.23ws ID, 1.0um df Column Leogeh: 66 Netexe
staxt Towp-Tims (deg-mim): 218 € famp Mold (deg-mim): 1
Progrem Rate (deg/min): 16C End Time-Temp (deg-min): 250 C-17
Prog Slope (# oxr Linsar): MA Inj Poxct Temg: 268
Flowrate/Gas: 3.5ul/snil split Ratio: KA

Det 1-Typs & Temp: BCD/300C Det 2-Type & Temp:s WA

Plot times: 0 tO 10 mimutes
Plot ruage: 36 willivolts (-.] uv offsee)

:

GORAL

lJlLllJlllllllllllL_LlllLl'lth‘_

i'!|1'Tl1'l'lrlljllllTll'fl"llrli

LI
Compound Poak Pask Volume Samp ug
Hame Area Reight {al) -, Addad
13.33 QoaL 3.040B400 .249%403 .00 5.00 ‘0.080
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Figure 31. Olive Fortification 0.10 PPM
94-0172-001

Data filer L07837 B SAR mmber: 940172

Rethod file: GUALVE ’ Sawple Me: 001

Type: PREXIFICAIICH Coupoment: OLIVE

Sample Mame: MA : cal. Curve: 07/07/9%
Dstes 7 Jul 1998 33:32 Nethod: QOALVM Amalyse : 83 43

loterface: 712 Cyuled: 17 Channelé: A

Instrusant: VARIAN 3800,

Colusns RTX-200, 0.32mm ID, 1.0um df Caluun Leagth: €0 Netsxw
starc Towp-Time (dog-min): 238 C Rump Bold (deg-ein)s 2
Program Rate (deg/min): 318C End Time-Temp (deg-win): 230 C-17
Prog Slope (8 or Linear): WA Inj Poxt Temp: 168
flowrate/Gas: 3.Sal/aanB Split Ratior KA

Det 1-Type & Temp: BCD/300C Dot 2-Type & Temp: MA

Plot times: 0 to 10 minuces
?lot runge: 30 millivolse (-.38 we offset)

GORL

l_lllllLlLJlllJl‘llll‘llllll“lﬂl

Compound Poak Soak Yolume Samp g
Name Azve Neight (ul) . Added

g£'1jl1'lrllrﬁll'W‘fll1llllrﬁ

13.33  ooAL 3.1808¢01  .2658+04 5.00 $.00  0.500
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Figure 32. Olive Fortification 0.50 PPM
94-0172-001

Data file: A7M18 ) i RAR number: 94-0172

Nethod file: GOALVE : Sumple W 001

Type: RAIZrICAIIOoN Compeneag: OLIVE

Sample Nume: A cal. Qurver 07/07/98
Date: 7 Jul 1998 12158 Nethed: GOALYM Amalyss 1 8342

Zotestace: 711 Cyeled: 18 Channeld: A

Iascyumentc: VARIAN 1809, .

Colusm: RTX-200, 0.32wm ID, 1.0wm df Calumm Length: €8 Seterw
starc Temp-Time (deg-mim): 218 C Remp Held (deg-min): 1
Progyem Rats (deg/min): 10C Bad Time-Tewp (deg-min): 288 C-17
Prog Slope (§ or Linear): XA Inj Pout Temp: 268
7lowyate/Gas: 3.5al/wmE aplit Rattos MA

Det 1-Type & Temp: BCD/300C Det 2-Type & Tewp: WA

Plot cimee: O te 20 minutes
Plot range: $8 millivolcs (-.25 wv offset)

-4
L

GORL

LJA:AL:AAnLJlllLLlltllelluLg_

'F!'fITIerlT"llTl“llTlljllIﬁr
¢

Componmd Poak Poak Velume Samp uy
Name Area Reight (md) [ ] Added
13.33 GOAL 1.330840%F  .1068¢04 8.0 s.00 © o a.se

000076
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Figure 33. Peach Control
94-0117-001
RUN # 1989 JUL 7, 1995 13.:47:03
START
L
15.334
. e
17 .25@
%5
STOP
RUN® 1989 JUuL 7, 1995 13147103
FRUIT

saMpLE NAaME: 9Y-0117-001  sampLes 6 CONTROL

- -

METHOD NRAME: MiGORLEXT .MET

6 FINAL WT____ uOL INJ____ ML FINAL VOL____
HEIGHTX
RT HEIGHT TYPE WIDTH HEIGHTX
15.334 4164 BB  .118 7.5547@
17.258 812 PU  .143  1.47320
18.568 56142 PB  .199 90.97210

TOTAL HEIGHT= S5118
MUL FRCTOR=! .0000E+Q8

DIL FRCTOR MG INJ

0000777
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Figure 34. Peach Fortification 0.01 PPM

94-0117-001

RUN & 1992 JUL 7, 1995 16:01:09

START )
U
‘_
15.337 . _
17 .248 - 75° - ’
P_—:W
¥

STOP

élé”vnlrlﬂgz FOPh.ﬁmweLn ?, 1995 16:01:89
SAMPLE NamE: O OIPPM SAMPLESH s 9Q4-0li17-00!

METHOD NRME:+ Mi1GOALEXT .ME

6 FINAL WT_5H_ uoL INJJJI[ ML FINAL voL_ 8 _ o1 rAactor_ ) me 1ng__)
HEIGHTX
RT HEIGHT TYPE UWIDTH HEIGHTX
15.337 4048 BB  .115 7.08685
16.759 3154 P8 .l122 5.53265
17.249 765 PB .129 1.34194
18.510 49048 PB  .199 86.03853

TOTAL HEIGHT= 578067
MUL FACTOR=1 .60G0GE~00
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Figure 35. Peach Fortification 0.10 PPM

94-0117-001
RUN & 1993 JUL 7, 1995 16145146
START
U
15.336
57—_2'57'-_ 16.759 -
- —— {——m
¥
STOP
RUN# 1993 LJUL 7, 1995 16145146
FRUIT Fortification )
saMpLE NAmEs _O:10ppm saMPLER 18 9H-O117-00!

METHOD NAME: M1GOALEXT .MET
6 FINAL WUT_K _ uoL INJ_lad nL FInAL vord __ oIl rActor__t_ M6 1nJ_ 1 _

HEIGHTX -

RT HEIGHT TYPE WIDTH HEIGHTX
15.336 3362 B8 .133  4.80271
16.759 28139 PB .1235 33.50160
17.250 751 PB .122 .89412
18.509 51741 PB .283 61.60157

TOTAL HEIGHT= 83993
MUL FRCTOR=1 .0008E-G8
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Figure 36. Peach Fortification 0.50 PPM

94-0117-001
RUN & 1996 JUL 7, 1995 18:59:35
START
-_-l_ir
e e e — ]
1r
C____ e <€
18.585
(32
STOP
RUN® 1996 .p JUL 7, 1995 18:159:35
FROIT Fortification
sampLE namE: Q.S ppm sAaMpLES 13 T4-0117-001
METHOD NAME 3 M:GOALERT .ME
6 FinaL Wt & voL Tnstml mo FinaL vor O _ o1t Factor B me 1Ny Q.2
HEIGHTX
RT  HEIGHT TYPE UIDTH  HEIGHTZ
16.757 27553 PB  .124  59.21939
16.585 18974 PB  .173  40.78062

TOTAL HEIGHT= 46527
MUL FACTOR-l .0G0GE-00
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Figure 37. Peanut Nutmeat Control
94-0176-010

Data file: Y086 RAR mumber: 94-0178

Hethod file: GOALVE : Ssmple MNot 010

Type: SANPLE ’ Component: MUT

Sample Name: NA a Cal. Curve: 08/14/98
Date: 14 May 1998 16:33 MNechod: GOALVE Analyst usz

Interface: 707 Cyelst: 6 Quannels: A

Instrument: VARIAN 3800,

Column: RTX-200, 0.32Imm ID, 1.0um df Coliuam Lenguth: 60 Ret
Start Temp-Tima (deg-min): 2185 C Ramp Hold (deg-min): 1
Program Rate (deg/min): $C Eud Tine-Temp (deg-min): 230 C-1%
Prog Slops (# or Linear): MA Injy Pozt Temp: 268
Plovrace/Ges: 3.Ssl/min. sSplit Ratior MA

Det 1-Type & Temp: ECD/300C Det 1-Type & Temp: MA

Plot times: O to 30 wminutes
Plot range: 730 millivelts ( 70 mv offsec)

L

L1

-

F‘

GOoAL

I—IIrT'lrlil]‘lellTj"lllllTlll—

ll_llllllllllllllLlll.Llllll

Ret. Compound Peak Poak Volume Samp
Tine Name Arsa Height (al) we,

15.63 GOAL 0.000R+00  .000R*00 s.00 s.00

000687
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93-0142-005

Figure 38. Peanut Nutmeat Fortification 0.01 PPM

Data fila: YO48A9 RAR number: 93-0142

Method file: GOALVE B Sample No: 008

Type: PORIZFICATION : Component: NUT

Sanple Name: A Cal. Curve: 03/12/9%
Date: 12 Mgy 1998 12:29 Hethod: GOALVa Analyst : 83

Intarface: 707 Cycled: 9 Channel#: A

Instrumenc: VARIAN 1500,

column: R1X-200, 0.32sm ID. 1.0um df Column Length: €0  Meters
Stazt Temp-Time (deg-min): 2185 C Ranp Hold (deg-win): 2
Program fata (deg/min): S€  End Time-Tewp (deg-min): 230 C-1%
Prog slope (# or Linear): WA In} foxt Temp: 268

Plowzace/Gas: 1.Sal/min. Split Racio: HA

Det 1-Type & Temp: SCD/2100C Det 3-Type & Temp: NA

Plot cimes: O to 10 minuces
Plot range: 730 millivolts { 70 mv offsac)

S —

A1

lfrll'lrr‘llll[r[rTTllrllllv’lll1

- +P
e s
PE——
k- -P
Ret Compound Peak Poak Volume Samp
Time Name Area Height (ml} we

LllLllj_lLJ_illlL‘lel_llJJllll

GORL

..........................................................................

15.63 GOAL 0.5208¢01  .68308+04 s.00 5.00

000082
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Figure 39. Peanut Nutmeat Fortification 0.10 PPM
94-0176-010 .

Oata file: Y1038 RAR nusher: 94-017¢

Rethod file: GOALVE U Semple ¥o: 010

Type: PSRTIZIGATION ' Compenenc: WOT

Sample Kame: NA ’ Cal. Cuxve: 05/14/9$
Datea: 14 May 1998 17:37  Method: QQALVE Analyee : 33 st

Iaterface: 707 Cycleds o Caanelds A

Inscrumenc: VARIAN 1500,

Column: RTX-200, 0.22mm ID, 1.0um 4f Celimn Lengeh: €0
starc Tewp-Time (deg-ain): 338 C Rasp Hold (deg-win): 1
frograa Rate (deg/min): $C nd Time<Temp (deg-uin): 350 C-18
Prog Slope (P or Linsar!: NA In3} Poxt Temp: 268
Flowrate/Gas: 3.Sml/uin. split Ratio: WA

Det 1-Type & Temp: ECD/300C Dot 3-Type & Twap: MA

Plot timee: 0 to 30 minutes
Plot range: 730 millivelts ( 70 mv offsec)
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Figure 40. Peanut Nutmeat Fortification 0.50 PPM

93-0157-004

Data f(4lae: Y048A1L RAR nuaber: $3-01$7

Nethod file: GAALVE ; Sample NO:1 004

Type: ERETTPICATICN ’ Componant: KUT

Sample Mame: HA Cal. Curve: 08/12/98
Date: 12 May 1998 20:/4) Rethod: GOALVa Analyet : 53 ‘,‘z

Intarface: 707 Cycleds 13 CGhannels: A

Inscrument: VARIAN 1800,

Column: RTX-200, 0.)2ma ID, 1,.0um df Column Length: 60 Meters
Start Temp-Tims (deg-min): 218 C Remp Mold (deg-min): 1
frogram Rate (deg/min}: $C tnd Time-Temp (deg-win): 280 C-1§
Prog Slope (# or Linear): MA Inj Porc Temp: 2468

Plovrace/Gaas J.Sml/min. 8plit Ratios MA

Det 1-Type & Temp: ECD/300C Det 2-Type & Tewp: NA

Plot times: 0 to 30 minuces
Plot range: 750 millivoles ( 70 wv offsec)
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c. Compound Poak Peak Volume Sasp
Tine Name Azrea Height {ml) we.

13.61 GOAL 3.570R+02 -2878+08 $0.0 $.00
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Figure 41. Pomegranate Control
94-0143-001
Data files o788 . RAR mumber: $4-0143
Nethod file: QUALVE 3 Sample No: 0013
Types sAAME. ' Compeneas: PONBGRANATE
Sample Name: XX cal. Qurve: 07/07/98
Date:r 7 Jul 1998 17:31 Nethods GOALVE - Amalyse : 83 4 &
mtextase: 7311 Cysled: Chamnalé: A

Instrument: VARIAN 3800,

Coluan: RTX-200, 0.)2mm ID, 1.0um df Column Length: ¢0 Neters
start Temp-Time (deg-min): 318 € Ramp Meld (dey~win): 1
Program Rate (deg/min): 18C Gad Time-Temp (deg-min): 288 C-17
Prog Slope (# or Linear): EA In) Poyt Tomp: 268
Plowrace/Gas: J.5al/wniy Split Rasio: MA

Det 1-Type & Temp: ECD/300C Det 21-Type & Twmp: WA

Plot timee: 0 te 30 minutee
Plot rmoge: $0 uillivolts (-.28 uwv offsec)
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Figure 42. Pomegranate Fortification 0.01 PPM
94-0143-001

Oata file: L0788 H RAR numbes: 94-014)

Nethed file: JGOALVE H Sample MWe: 001

Type: ZORTIFICATION Compopents PORBIRANATE
Sample Mame: KA ) Cal. Curve: 07/07/38
Detas 7 Jul 1998 18:46 Nethod: GOALVE Asalyst : 88

Interfase: 712 Cyaled: ¢ GHf Channeld: A

Inscrument: VARIAN 3800,
Columm: RTZ-200. 0.J2am ID, 1.0um df Columm Lengeh: €0  Netere
start Temp~Time (deg-uin): 218 C Ramp Hold (deg-uin): 3

©  Program Rate (deg/wini: 310C End Time-Temp (deg-ain): 380 C-17
Pxog Slope (8 or Linear): MA Inj Poxt Temps 168
Plowruce/Gas: 3.Sal/enkB split fatio: MA
Det 1-Typs & Temp: ECD/300C Det 2-Type & Temp: XA

Plot times: O to 38 mimutes
Plot rangs: 50 aillivelts (-.26 wv offsec)
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Figure 43. Pomegranate Fortification 0.10 PPM
94-0143-001

Data Cile: L0789 . RAR number: 94-6143

Nethod file: GOALVE H Sample Me: 001

Type: ) Componant: JONBIRANATS
Sample ¥ame: P cal. Cuxves 07/07/98
Date: 7 Jul 1998 19:13 Nathed: GOALVa Amalyst 1 88

Interface: 713 Cyeledtt 9 Channelds A

Instnument: VARLIAR 3800,

coluan: RTX-200, 0.32am ID, i.0um df Coluam Length: §0 Netars
staxe Temp-Tine (deg-uin): 318 € Ramp Mold (deg-min): 3
ProyTem Rate (deg/uin): 10C BEnd Tiwe-Temp (deg-ain): 230 C-17
Prog Slope (8 or Lineasx): NA x4 fexc Tamp: 268
flowrate/Gas: 3.5ul/mnMR split Ratior MA

Dot 1-Type & Teap: BCD/300C Det 2-Type & Temp: KA

?lot timee: 0 to 30 minutes
Plot range: 50 millivelts (-.37 uv offsec)
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Figure 44. Pomegranate Fortification 0.50 PPM
94-0143-001

Data fila: LoTRIE ’ o AR combar: 94-0143

Nethod file: GOALVS . Ssuple e 001

Type:r PORIIPICATION Congpomant: PORBORANATE
sample Neme: XA cal. Guxve: 07/07/98
Date: 7 Jul 1998 19:;37 Nethed: GOALVE Analyec 1 8% jt

Interfase: 713 Cycled: 10 Chasmeld: A

Inscrument: VARIAN 3800,

Celumms RTX-200, 0.32ws ID, 1.0um df Calumn Length: 0 Neters
staxt Temp-Tise (deg-uin): 318 C Ramp Nold (deg-min): 2
Program Rate (deg/wiam): 10C¢ Ind Time-Temp (deg-uin): 230 C-17
Prog Slope (§ oxr Linsar): MA Inj Post Temp: 268
Flowrute/Gas: 3.Sal/emiE split Rasio: MA

Det 1-Type & Temp: 8CD/200C Det 1-Type & Twmpt KA

Plot times: 0 to )0 smimutes
Plot ramge: 56 wmilliwoits (-.327 wv offset)
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Figure 45. Soybean Control

92-0107-014

Dats flle: XNOPVLO
Rethod file: MGOALPIM

Type: e

RAR ramber: 92-0107
Saapie Nes 014
Componsnts  SOTSEAN

Sample Name: SOVEEAN
Date: 9 Wov 1996 12:27 Nethod: NGOALPIm
Interface: 711 Cyctefs 9

Cal. Curve: 11-9-9%
Operatert DAN
Charmeifit A

Inscrumants VARIAN 3500
Catumng ftx-200
start Temp-Tiam (deg-win): 213

Caluwn Longtas 60 Noters
Rasp Neld (deg-min): 17

Progras Rate (degsein): 10  fnd Time-Temp (Gegewin): 250

Prog Slope (# or Lineer):
FlourscesGass 3.3
Det 1-Type & Temps

tptic faties

In] Pore Tempe 283

det 2-Type & Tesps EQN/ZID

Plot timees O te 22 mimces
Plot ranges 50 williveits (-.058 aw offset)
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Figure 46. Soybean Fortification 0.01 PPM

92-0107-014

Data file: XNOPN10 RAR ramber: 92-0107
Nethod files mGOALPIm Sampte Ne: O
Type: FORTIPICATION Comporant:  SOTSEAN
Sasple Namm: SOYSEAN Cal. Curves 11-9-94
Oate: 9 Now 199¢ 12:;52 Nethods MACALPIm Operstors CAN
Interface: 71 Cyclef: 10 Charneifs A

Instrumants VARIAN 3300

Cotumn: Rtx-200 Column Langthis 60 Naters

Start Temp~Tims (deg-min)s 213 Lamp Neld (degemin)s 17

Progras fate (deg/mini: 10  Enxdd Time-Temp (deg-min): 20

Prog Stops (2 or Lineer)s 1nj Pert Taap: 283

Flowrste/Cass 3.3 piit Retios

Dot 1-Type & Tesps Set 2-Type & Temn €0O/ZN0

Plet timeas 0 to 22 mirutes
Plot range: 50 aillivelts (-.092 aw offset)
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Figure 47. Soybean Fortification 0.10 PPM

92-0107-014

Data files XNOPSG12 AR rumber: $2-0107
Nethod file: NGOALPIm Sasple Ne: 016
Types EORTISICATION Casporant:  SOTSTAN
Saapie Name: SOYEEAN eal. Quves 11-9-54
Oater 9 Nov 1994 13:42 Nethod: MAOALPIm Qperstors OAN
Interfaces 711 Cycled: 12 Charmeift A

Inatrumanes VARIAN 3300

Cotumns Rtx-200 Catumn Langth: 60  Neters

Start Temp-Time (deg-min): 215 Rasp seld (deg-win)s 17

Program fate (deg/min)s 10  End Time-Tesp (Cagemin)s 250

Prog Stope (F or Limer): in} Pere Tesps 243

Flowrste/Gass 3.3 sptit Ratios

Dot 1-Typs & Tamps et 2-Type & Tesp: ECD/270

Plot timses 0 to 22 mimuutes
Plot range: 50 millivelts ¢ .00 mv offset)

lTr'lll'ilTr'l‘j'*'T"l

Compourd Pesk Pesk Yotume Samp w
Time Name Ares Neight (o) we. | Added

16.03 -8 5.41028+01 3608404 5.00 5.00 0.500
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Figure 48. Soybean Fortification 0.50 PPM

92-0107-014

Data fite: MNOPMWL : RAR rambers 92-0107
Method file: MGOALPIR Sample Nes O
Type: EORTIPICATION Comporants  SOVSIAN
Sapie Names SOTREAN Cal. Curvet 11-9-9¢
Oates 9 Nev 199¢ 14:32 Nethod: MOOALP1m Oparators DAN
Intertfece: N3 Cyctefs 14 Canreifs A

Imtrumane: vARIAN 3500

Coluan: ftx-200 Catumn Langths 60 Neters

$tare Tamp-Time (deg-win)s 213 famp Held (deg-min)s 17

Program fate (dew/min): 10  End Tise-Temp (deg-win): Z50

Prog Stope (F or Linear): in} Pert Temps 243

FflowratesCass 3.3 split ratios

Oet t-Type & Tam Dot 2-Type & Tamms €C/270

Plot timss: O ts 22 minutes
Plot range: 350 milliveits (-.058 av offset)
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Figure 49. Peanut Hay Control
93-0142-003

Data file: 387 SAR rembar: $3-0143

Wechod files GOALVE : Sample Me: 063

Type: SANPLE : Compenent: NAY

Sample Mame: WA . cal. Omver §8/16/98
Dacer 16 Rey 1998 131337 Nethed: GOALYM Amalyss : 8%

Iatartase: 707 Cyoleds 7 Channeld: A

Instrusent: VARIAM 3880,

Column; RTX-100, 0.33mm ID, 1.0mm d&f CGaluan Leageh: 68  Netars
start Temp-Time (deg-min): 3185 C Ramp Meld (deg-mim); 3
Program Rate (dey/min): $C Oad Time~Tonp (deg~ain): 250 C-18
Prog Slope (# or Limsar): MA Imy Pext Temp: 268
Flowrsta/Ges: 3.5al/min. Splic Rasis: MA

Dat 1-Type & Temp: BCD/380C Dt 3-Type & Teap: MA

Plot times: 0 to 10 misutes
Plot renge: T30 millivolts ( 70 wv effser)
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Figure 50. Peanut Hay Fortification 0.02 PPM
93-0157-002

Data filer T12S12 RAR mumber: 93-0187
Bethod files GOALVM H Sample Ne: 082
Type: PORTIPICAIION : Campenent: KAY

Sample Name: XA Cal. ﬁ!‘l 08/16/98
Data: 16 Ray 1998 14:41 Nethed: GOALYa Analyst : “5“
Intaxrtase: 787 Cyclet: 13 Channelés A

Iastrunent: VARIAN 2800,
Column: RTX-300, 0.33mm ID, 1.0wm &f Colusn Lemgth: 68 Netaxs
Start Temp-Time (deg-uin): 218 C Ramp Meld (deg~manm): 1

Program Rate (deg/min): SC Snd Time~Teomp (deg-mim): 350 C-38
Prog Slope (B exr Limesr): KA Ix) Pexc Temp: 268
Plevrata/Gas: J.Sal/min. Split Ragie: MA

Dot 1-Type & Temp: ECD/I00C Dot 2-Type & Temp: WA

Plot timse: 0 to 30 minuzes
Plot runge: 788 uilliweles ( 70 wv offasec)
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Figure 51. Peanut Hay Fortification 0.10 PPM
93-0142-003

Data file: Taml i RAR mumbews $3-0143

Nethed file: GOALVE o Sample Me: o83

Type: EEXIZICATION ' Omppamenc: EAY

Sampie Name: WA Cal. Qarve: 05/16/98
Date: 16 Way 1998 14184  Wethed: GOALVE " amalywt 3 oy

Iotertase: 707 Cyules: 11 Chanmald: A

Instrumanc: VARIAN 3800, )
Columm: ETX-200, 0.32mm ID, 1.0wm df Calimm Lemgth: 68 Betare

start Tomp-Time (deg-uin): 318 € Ramp Neld (deg~mim): 3
Program Rats (deg/min): SC Ind Time-Teup (dog-min): 280 C-35
Preg Slepe (8 or Limear): NA Inj Pest Tempy 368
Plowzate/Gas: 3.85al/min. Split Ratie: WA

Det 1-Type & Tewp: BCD/380C Dot 3-Type & Temp: WA

flot timse: 0 te 20 minutes
Plet Tange: 730 willivelts ( 70 mv effset)
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Figure 52. Peanut Hay Fortification 0.50 PPM
93-0157-002

Daza file: 31813 AAR nusber: $3-0187

Netbed file: GOALVM : Sample Ne: o082

Type: mEunanm Compament: NAY

Sample Name: XA Cal. Caxve: 08/16/95
Date: 16 May 1995 15138 Wethed: GOALVE amalyst : =0

intartase: 707 Cyulet: 12 Channal®: A

Instrument: VARIAN 3800,

Calumn: RTX-200, 0.33ms ID, 3i.0uwm &f Galumn Langth: 60 Netexs
Start Temp-Tims (deg-min): 318 C Ramp Neld (deg-min): 3
frogrum Rate (deg/min);: SC fad Tine-Temp (deog-man): 280 C-35
Preg Slope () or Limearw): MA Iw) Demt Tomp: 268
Flowsata/Gas: 3.8al/mia. Split Ragie: KA

Det 1-Type & Temp: BCD/I00C Dot 3-Types & Tompr WA

Plot times: O to 10 WinuLes
Plat range: 730 millivelts ( 76 wv effsec)
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Figure 53. Peanut Shell Control

93-0157-004

Data £4le: T1888

RAR mmber: 93-0187

Nethed f£ile: GOALVR ommple Mo: 604

Type: SN Campensme: SEELL

Sample Mame: WA : tal. 'an.l 08/17/98
Date: 17 Nay 1996 13:13 Rethed: OOALVE Amalyst : 8% Sz

Iatarfase: 707 Cyealets o Channsll: A

Inscrument: VARIAN 3800,

Colum: RTX-200, 0.32mm ID, i.0um &f
Start Temp-Time (deg-uin): 218 €
frogrem Rats (deg/uim): SC
Prey Slepe (§ er Limear): KA
fNewvrste/Gas: 3.5al/min.

Oet 1-Type & Temp: SCD/388C

Split Raties KA

Coluam Langsh: 89 Neters

Ramp Meld (deg-min)s 31

nd Tine-Temp (dog-mia): 358 C-38
Iny dext Tempr 268

Dot 3+Type & Toups KA

Plot timee: 0 te 30 minutes
Plot ramge: 730 millivoits ( 70 wv offeec)
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Figure 54. Peanut Shell Fortification 0.02 PPM
93-0142-005

Data file: TI8830 RAR number: 93-01432

Nethed file: GOALVE :: Sempie Me: o083

Type: IREIIPICATION Caspenent: SEELL

Sample Nama; MA CGal. Carve: 08/17/98
Dage: 17 Nay 1998 14:36 Nethed: GOALVE Asalyst : 82

Intevtase: 707 Cysled: 10 Chanmalss A

Iastrument: VARIAN 1800,

Calumn: RTEZ-300, 0.32mm ID, 1.0wm df Calumn Length: 60 Netars
start Temp-Tima (deg-uin): 2385 C Ramp Meld (deg-mam): 1
Prograa Rate (deg/min): SC End Tine-Tenp (deg-uin): 380 C-38
Prey Slope (# or Linear): MA Iny Pest Temp: 1388
flowrate/Gas: 3.Sal/uia. Split Ratie: XA

Dt 1-Type & Temp: BCD/200C Dot 3-Type & Temp: WA

Plot times: 0 te )0 winutes
Plot ramge: 750 wmilliwvelts ( 70 mv offsec)
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Figure 55. Peanut Shell Fortification 0.10 PPM
93-0142-005

Oasa files Ti8811 RAR sambert 93-6143

Bethed £1ls: GOAL¥a N Sample Ne: o83

Type: IRRIXXICAIION Cmaponene: SERLL

Sample Mame: MA Cal. Curver 08/17/98
Daze: 17 Nay 1998 18:63 Nethed: GOALVW Amalyse 1 ll.,t

Iatertase: 707 Cyaled: 33 Chamnneld: A

Iasczumanc; VARIAN 38580, _
Caluma: X¥X-300, 0.32mm ID, i.0wm d&f Calumn Langeh: 68 Netexw

Start Tomp-Time (deg-mim): 238 C Ranp Neld (degemin): 2
ProgTen Raze (dag/mial: SC Gad Time~Tenp (dogeuin): 380 C-35
Proy Slope (# ox Linsar): MA Iaj Pext Temp: 368
Flowrate/Gas: 3.Ssl/mia. Split Ratis: XA

— Dot 1-Type & Temp: ECD/300C Dot 2-Type & Temp: KA
et t1 0 te 20 mi

flot range: T30 millivolts ( 70 wy oftsst)
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Figure 56. Peanut Shell Fortification 0.50 PPM
93-0157-004

Deta file:s 15813 . RAR mmber: 93-0387

Sethed file: GOALVR . Sample Mot 884

Type: PORTIPICAIION ' Conptmant: SEELL

sSample Mame: MA Gal. Curve:r 08717798
Dase: 17 Nay 1998 16:17 Nethed: GOALYS Amalyet : 83

Intarfase: 707 Cycleds 13 Chanmels: A

Instrunenc: VARIAN 3800, _
Column: KTX-300, 0.32ms ID, 1.0um df Calumm Lemgeh; 68 Netars
start Temp-Time (dag-min): 318 € Ranp Meld (deg-mia): 2
Progras Rate (deg/uin): $C  Bnd Time<Towp (dey-wim): 250 C-3§
Fxeg Slepe (8 or Linsar): MA Inj Pest Temp: 268
Plovrase/Gas: 3.sal/min. split Resie: XA

Dot 1-Type & Temp: ECD/I80C Dot 2-Type & Temp: WA

Plet times: 0 to 30 minutes
Plot runge: 760 millivolts ( 70 wv effset)
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Figure 57. Peanut Vine Control
93-0142-001

Oaca files 3187 RAR mumber: $3-0142

Nethed file: GOALVE : Sample Mo SR1

Type: AABRLE : Conpsnent: VINE

Sample Name: MA _ Gal. : 08/38/98
Date: 18 May 1995 11:27 Nethed: GOALVS . amalyst : af’.
Incextaoe: 797 Cyeled: 7 Chompeld: A

Inscrumant: VARIAN 3588,

Columm: KTX-200, 0.23mm ID, 1.0wm 4f CGelvmn Leagsh: 68  Nesexw
Start Temp-Time (deg-uim): 218 € Ramp Mald (dop-winm): 1
Pregram Rate (deg/min): §C  Bad Time<Temp (deg-min)i 159 C-38
Proy Slepe (§ ox Lineax): MA Iny Pesc Temp: 268
Plowruce/Gas: 3.Sal/aia. Splic Ratis) MA

Dot 1-Type & Temp: ECD/ISNC Dot 2-Type & Tomp: WA

Plot times: O t& 10 mimutes
Ploc range: 780 millivoits ( 78 av efiser)
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Figure 58. Peanut Vine Fortification 0.02 PPM
93-0142-001

Data file: TIiSi4 RAR mmber: #3-0143

Nethed £ile: GOALVM s Ssmple Me: 801

Type: PORTIFICATION ; Compensnc: VINE

Sample Name: KA cal. v 08/18/98
Date: 15 May 1995 315:23 Nethed: COALVE Amalyst : JB

Intertase: 707 Cyeled: 34 Channels: A

lostrumeat: VARIAN 3500,

Column: RTX-200, 0.33am ID, 1.0wm &f Calumn Lamgth: 60 Neterw
Start Temp-Time (deg-min): 318 € Ramp Meld (deg-man): 3
Progrem Rate (deg/mim): SC ad Time-Temp (degemin): 389 C-28
Preg Slope (# or Linear): ¥MA Iny Pext Temp: 268
Plowruce/Gas: J.8al/min. asplit Ratie: MA

Dot 1-Type & Temp: ECD/I06C Pt 2-Type & Tamp: MA

Plot times: 0 te )0 minutes
Plot range: 7850 millivolts { 70 v effset)
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L —GORAL

L G i

- (= =P :

t -

- 9

- -

N -

C 3 '
Ret Compound Poak Poak Velune Samp -y
Time tame Azea Naight (md) . Added
18.62 GOAL €.580B+01  .S0THeNS 10.0 s.00 0.100
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Figure 59. Peanut Vine Fortification 0.10 PPM
93-0142-001

Data files Ta3818 - RAR numbew: 93-8142

Wethad file: GOALVS . Semple we: 002

Typer PORIIEXGATION Compracnc: VINE

Sampie Mame: WA a oal. s 08/18/98
Date: 15 May 1998 16:10 Methed: GOALVE  Amalywr ; .nf‘
iatertase: 707 Cywlad: 18 Chanpald: A

Inscrument: VARIAN 3580,

Galumn: RTX-260, 0.32um ID. 1.0wm @f Calumm Length: 60 Nesars
Star: Teoup-Time (deg-mia): 218 ¢ Ramp Neld (deg-mtm): 1
Progran Rase (deg/min): € Mad Time-Temp (degemin): 139 C-38
Proy Slape (0 er Limsari: A Ind Pewe Temp: 268
Plevyste/daa: 3.Sal/min. Split Ratie: WA

Ost 1-Type & Temp: BED/206C Dot 2+Type & Temp: MA

Plet cimee: 0 te 30 mimutas
Plot range: 7850 willivolts ( 70 we cffset)

GORL

lLllLlllLlLLllL'jllllllll'l

g!lllljlll_ll'lllllilll'lITI'IUIT—

[ |
Compound Poai Poak Voluse Samp g
ame Axes Raight (md) -, Added
18.62 GOAL 3.5008+02 3208008 10.8 $.00 0.500
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Figure 60. Peanut Vine Fortification 0.50 PPM
93-0142-001

Data file: Tiimis RAR number: 93-8142

Nethod file: GOAIVS . Sample Me: 083

Type: PORITIPTCAIION : Compsnent: VIXE

Sample Mams: WA cal. ‘ s 08/13/98
Dege:s 15 May 1898 18:00 Nethed: GOALVE Amalyst : Jlf"
Intaxtfase: 707 Cyule®: 18 Chammeldr A

lascrumenc: VARIAN 28580,
Calumnt: XTX-200, 0.32mm ID, 1.0um d&f CGolusn Lemgeh: 60  Netazs

Scart Toup-Time (deg-min): 3318 € Ramp Meld (deg-ain): 3
tzogzem Rate (deg/mim): SC nd Time~Temp (deg-ain): 388 C-38

Prog Slope (B er Limear): MA In) Dest Temp: 265
_ Plowzate/Gas: 3).Sal/aim. Oplit Ratie: WA
Dat 1-Type & Temp: BCD/200C Dag 3-Type & Tempr MA

Plet times: ¢ ts 10 minusas
Plot range: 750 millivolts ( 70 mv effsec)
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18.862 GOAL 1.6708+02 .aml- $8.0 $.00 R .80
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Figure 61. Grape Control

(Rtx-50 confirmatory)
Oata file: W1SSAS AR mmbers 93-0012
Method file: GALSOVE Sawple Ke: 001 NunA
Type: e Comperants FRUIT
Sanpie same: NA Cal. Curves 11718794
Date: 19 Nov 1994 (3123  Methods GOALSOVE Amalyst 1 82 47
Intertece: 707 Cyclet: 8 Qarvweiss A

Instruent: vARIAN 3300, GG 14

Cotuant RTX-S0, 0.32mm 10, 1.0um df  Column Length: 60 Neters
start Temp~Time (deg-min): 215 C Remp eld (deg-min)s 1
Program fate (deg/min)s 5C tnd Time<Temp (deg-min): 230 C-23
Prog Stope (# or Linser)s NA In] Pert Temps 285¢C.
Flowrate/Gass 3.0/N1N split Ratfo: A .

Oet 1-Type & Teaps £LD/270C Dot 2-Type & Tamp: MA

Plot times: O to 40 minutes
Plot renges 40 millivoits (-1.2 mv offset)

-
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L.

f
<= +P
GORL
G
kK~ =P
Ret. Campound Pesk Pesk Volune h"
Time Name Ares Refght (i) .

2.50 eoAL 0.000€+00  .00CE+00 5.00 5.00

000103
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Figure 62. Grape Fortification 0.01 PPM

(Rtx-50 confirmatory)

Oata filer N1SSAYY
Nethod f{les GOALSOVE

Type: EORTIFICATICN

RAR rmmber: 93-0012
Sampte we: 001 5PK 43
Cosponant: FRUIT

Saapie Nemes MA
Date: 19 Nov 1994 (3313  Method: GOALSOVE
Interface: 707 Cycledt 11

Gl. Gxves 11/18/9%
Amalyst : 290
Charrelf: A

Instrumant: VARIAN 3500, GG 14

Column: ATX-50, 0.32mm (D, 1.0um df Coluan Langttis 60 Neters

Start Temp-Time (deg-min): 215 €

Ranp dold (deg~win): 1

Prosres fate (deg/minds SC  End Tiaw-Teamp (deg~min)s 230 C-23
Prog Slope (9 or Linser):s NA inj Pert Temps 283C

Flowrste/Gass 3.5ML/NIN plit tatios MA
Bot 1-Type & Temps ELD/270C

Oet 2-Type & Tamp: HA

Plot timeat 0 te 40 wimutes
Plot ranges 40 millifvetes (-1.1 v offser)

L4

=

<= +P
e GORL
K- =P
fRet. Comporsxd Pesk Pesk Velume Samp w
Time Rame Ares Refight (=) we. Mkied
2.5¢ oA .7506+00  ,139¢+03 5.00 $.00 0.030
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Figure 63. Grape Fortification 0.10 PPM
(Rtx-50 confirmatory)

Data file:s N1SSA12
Nethod files GOALSOVM

Type: fouyIFICATION

RAR muaber: 93-0012
Sasple Nes 001 SPR-C
Camponents MRUIT

Sample Name: NA
Date: 19 Nov 1994 03150 Nethod: GOALSOVE
Interfaces 707 Cysie#s 12

Cal. Curve: 11/18/9%
Anatyst : 24T
Quarneif: A

Instrument: VARIAN 3500, GE 14
Column: ATX-50, 0.32mm 10, 1.0um df
start Temp-Time (deg-min): 213 C
Program Rate (degsmin): 5C
Prog Slope (F or Linesr): NA
Flowrate/Gass 3.3M/RIN

Oat 1-Type & Temp: ECD/Z70C

Catumn Length: 60 Neters
Raap Hetd (deg-min): 1
tnd time=Temp (dey-win): 230 C-25

In} Pert Temp: 23 &

plit Ratios NA .

et 2-Type & Tamps HA

Ptot times: O to 40 miruces
Plot range: 40 millivolts (-1.2 mv offset)
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2.5 GOAL 17708401  .SALE+(S $.00 5.00 0.500
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Figure 64. Grape Fortification 0.50 PPM
(Rtx-50 confirmatory)

Data file: RISSANL
Nethod ffle: GOALSOVE

Types  JORVIPICATION

RAR ramber: 93-0012
Sample tes 001 'apKE
Componane: FRUIT

Sample Name: MA
Oate: 19 Nav 1994 07303  Nethod: GOALSOVM
interface: 707 Cycleds 14

Cal. Curves 11718/9%%
Anaiyst : 2 9%
Qarvwif: A

Inatruments VARIAN 3300, GE 16
Column: ATX-50, 0.32am 1D, 1.0um df
start Temp-Time (deg-min)s 213 C
Program Rate (degsmin)t 5C
Prog Stope (# or Lineer): A
Flowrste/Gas: 3.SM/NIN

Dot 1-Type & Temp: ECD/ZTVC

Colum Length: 60 Neters
Ramp Neld (deg-win): 1
End Tiew-Tep (deg-win): 30 C-23

Inj Port Teaps 288(,
Split Ratfos 4A :
Det 2-Type & Tampt XA

Plot timest O te 40 mirartes
Ptot ranges 40 milliveits ¢-1.1 v offset)
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(- +F GOAL
- -P
. [ |
Ret. Compound Peak Pesk Yolume Sasp (" ]
Tine tame Ares Netght ) w. Added
2.53 oA 2.300E+01 . JI0E+04 3.0 $5.00 .50
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Figure 65. Soybean Control

(Rtx-50 confirmatory)
Dsta file: WOBSY RAR mumber: 92-0107
Nethod files GOALSOVE Samie Net 04
Type: wme Componant: SOTSEAN
Sample Nemes HA al. arver 1172179
Date: 21 ¥Nov 1996 16154 Method: GOALSOVE Aailyst : 243
Interfsces 7U7 Cyciedz 9 Qarmetds A

lnstrunent: YARIAN 3300, GC 14

Column: ATX-50, 0.32em (D, 1.0um df. Column Lengths 60  Neters
start Temp-Time (deg-win): 213 C Ramp Neld (degmin): 1
Progres Rate (dew/min): SC  End Tias=Teap (dag-windz 250 C-2S
Prog Stope (F or Linear): MA Inj Pore Tesps 255C
Flowrste/Gass 3.5M./n1N Split Ratioz NA )
Oat 1-Type & Temp: €CD/ZTOC Dot 2-Type & Tamps WA

Plot times: 0 te 40 minutes
Plot ranget 40 milliveits (1.2 mv offzec)

J
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(- +F JconL
-
r h .
- <P 3
-
3
]
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fet.  Compound Peak Peek Vol Sam
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2.7 @A 1.730E+00  .953E+02 3.00 9.00
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Figure 66. Soybean Fortification 0.01 PPM
(Rtx-50 confirmatory)

Dats files MOSSIY
Nethod files GOALSOVE

Type: EORTIFICATION

QAR mmbers 92-0107

Sample Net
Cosponents

o
TSI

Saspie Neme: XA
Data: 21 Nev 1994 18:08
interfaces 707

Nethod: GOALIOVE
Cyoied: 11

cal. curves 11721/%
Maiyse ; 22 9T

Qurwwifs A

Instrument: VARIAR 3300, GG 14
1.0um df Colimn Longth: 60 Netars

215 ¢ Rasp Beld (Geg-min: 1
Progrem fate (degs/min): SC  Ond Time<Temp (eg-win): 230 C-25

Column: RTX-50, 0.32am 1D,
start Tesp-Time (deg-min):

Prog Slope (F or Linesr)s
Flowrate/Gas: 3.SM/NIN

Dat 1-Type & Temps ECD/TITC

A
Split Ratios NA

In] Pert Tampe 265¢.

Det 2-Type & Temps A

Plot timess O to 40 wminutes

Plot range: 40 wmillivolts (~1.2 av offset)
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Figure 67. Soybean Fortification 0.10 PPM
(Rtx-50 confirmatory)

Dats files MOSS13
Nethod file: GOALSOVE

Type: EDRTLFICATION

RAR rmber: 92-0107
Sampie Nes 014

Comporents  SOTSEAN

Sampie Nema: MA
Date: 21 Nov 1994 19121 Netheds GOALSOVM
Interfaces 207 Cycled: 13

tal. Curve: 11721796
Amaiyst 3 242
Charreifis A

Instrument: VARIAN 3300, GC 14

Coluon: ATX-50, 0.352mm D, 1.0um df Column Lengtht 60 Neters

start Temp~Time (deg-wmin): 213 C

Reap deld (deg~min)s 1

Program fate (deg/min)s 5C End Time-Tesp (deg-min): 250 C-2§
Prog Stope (# or Linser)s MA Inj Pore Temps 285C-

Flowrste/Gas: 3.5M./M1N Spiit Ratio: NA
Oet 1-Type & Temps ELD/270C

Dot 2-Type & Temps NA

Plot times: 0 to 40 minutes
Plot range: 40 milliveits (-1.1 av affset)

'lllllJlLLllllJlllll'llj_lljlll'lllll L1 8.

<—- +P
GORL
S
- =P
Ret. Compound Pesk Pesk velum Samp”’ w
Time Name Ares Reight () we. Adkdied
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Figure 68. Soybean Fortification 0.50 PPM

(Rtx-50 confirmatory)
Data files NOSSI4 | RAR ramber: 92-0107
Nethod f{les GOALSOVE Saspie Nes 034
Type: FRILFICATION Componant:  SOTEEAN
Sample sames XA Cal. Curver 11721794
Dates 21 Nev 1996 19158 Nethod: GOALSOVE Aalyst : &2 6¢
Intertsces nr Cyctads 14 Charvwifs A

Instrumeant: VARIAN 3300, GC 14

Colum: ATX-50, 0.32mm (D, 1.0um df Coluan Langtits 40 Neters
$tare Tamp-Time (deg-win): 219 C Reup teld (deg-minis 1
Program Rate (dew/min): SC  Ond Time-Tewp (deg~minys 250 C-3
Prog Slope (F or Linser)s NA 1aj Pert Temp: 283C
Flowrste/Gas: 3.SNL/NIN Split fatios MA

Det 1-Type & Tesp: EV/2TTC Dot 2-Type & Tamp: NA

Plot times: 0 to 40 ainuces
Plot ranges 40 aillivelits (-1.] mw offset)
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.
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Figure 69. Standard 0.005 ug/ml (GC/ECD)

Oata €iles L0784 Type:  ETANDARD

Sample Xame: WA . cal. Qurve: 07/07/98
Dactes 7 Jul 1998 17108 Nethed: GOALVW Analyst : 38 ST B
tngerfsce: 713 Cyoled: 4 Channeld: A

Inscrument: VARIAN 3800,

Colusns KRTX-200, 9.33mm ID, 1.0um df Columm Lengch: 68 Net
starc Tomp-Tine (deg-min): 215 C Ramp #old (deg-win): 3
Progres Rate (deg/min): 10€ End Time-Tesp (deg-min): 180 C-17
frog Slope (§ or Linear): WMA Inj Poxc Temp: 268
7lowraca/Gas: 3.5ul/wnME Split factio: MA

Det 1-Type & Tamp: BCD/300C Dot 2-Type ¢ Temp: NA

Ploc times: 0 to J0 minucse
Plot raoge: 50 millivelts (-.24 mv offsec)
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Retantion Compound rm
Time Yeme Injecced Area Beight

13.24 GOAL 9.008 1.610R+00 1.3208+02



Figure 70. Standard 0.01 pg/ml (GC/ECD)

Duta file: 78I Type:  EIAXDARDR
Sample Mame: A ceal. Qaxver 07/07/98
Date: 7 Jul 31998 16:48  Nethod: GOALVM Asalyst 1 83 ¢

Intexfase: 712 Cyaled: 3 Channeldt A

Instrusens: VARIAN 3500,

Column: RYL-200, 0.332um ID, i.0um df Colusm Length: €0 Reters
start Tomp-Time (deg-wim): 218 C Ramp Mold (dey-ain): 1
frogras Rate (deg/uin)s 10C  Bud Time-Temp (deg-wim): 380 C-17
Prog slope (8 ox Limearw): XA Iaj Powt Temp: 268
Flowrute/das: J,.Sul/enkB ° Split Ratio: KA

Det 1-Type & Tamps BCD/300C Dot 3-Type & Temp: WA

ot tises: 0 te 30 wimmtes
floc range: 50 uillivelts (.34 we offsec)

L | 4
N
- %
[ ]
: - P ]
[ — JGoRL
e ,( - =P -
o -
[ B
. ] ]
~ Retemtion Conpound )
Tine ume Injected Area Natghe
13.34 GOAL e.010 3.8308¢00 3.3008402
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Figure 71. Standard 0.02 pg/ml (GC/ECD)

Data file: LO7811 Type:  LIANDARD

Sample Name: MA A : cal. Qurve: 07/07/9%
Date:r 7T Jul 1998 20:02 Nethod: GOALVE Analywt “g
Intertace: 713 Cycled: 11 Qiannald: A

Instyunent: VARIAN 2500,

Galumn: XTX-200, 0.32wm ID, 1.0um df Column Lengch: 60  Retars
starc Tomp-Time (deg-min): 218 € Remp Hold (deg-win): L
Progrea Rate (dey/min): 16C End Tise-Teap (deg-uinm): 250 C-17
rog Slope (0 oxr Linsax): MA Iaj Powe Temp: 268

Plowrace/Gae: J.5al/enB - Spiit Ratio: XA

Dot 1-Type & Temp: BXD/300C Dot 2-Type & Tewp: MA

2lot timee: O to 30 winugas
Plot range: 30 milliwnits (.38 wv offsec)
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N ]
[ ]
Ny (- +P -
s ! — JGoRL
. (- =P pos
C - '
Retsacgion Compaund rn
Tine [~ Injected Arsa Neighe
13.32 QaAL 0,080 1.5508+01 1.2608003
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Figure 72. Standard 0.10 pg/ml (GC/ECD)

Data file: lATHR Trpes STAEDARR

Sample Sama: KA . Cal. Cayves 07/07/98
Datas 7 Jul 1998 15:18 Bethed: GUALVW Asalyes : 83 $2
Intestases 711 Cyuleds 2 Chanmels: A

Inscrumant: VARIAN 3880,
Gelumms XTI-200, 0.32am ID, 1.0wm 4¢ Colusn Lamgth: 68 Netars

starc Toup-Tims (deg-uin): 3185 € Ramp Neld (deg-wmin): 3
Program Rats (deg/min)s 10C Iad Time-Tenp (deg-uin): 2158 C-17
Prog slope (# ar Linearx): WA Ix) Pext Temp: 268
Tlovrece/Ges: l.5al/mm - Split Rasiss MA

Dat 1-Typs & Temp: BCD/300C ' Dot 2-Type & Temp: KA

ot timas: 0 te 38 winmtes
Plot range: 50 williweits (-.36 av offsec)

- | 4
: T ap—
- 1 - -
n -
[ ]
— - .P -
[ .
- 3
- :
C ] [
- Retention Compeund o]
Time Pame Injeccad Ares Neight
13.34 -b 9.108 2.0108+02 3.2508+02
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Figure 73. Standard 0.15 ng/ml (GC/ECD)

Daga file: s Typer SXNDARD

Sample Mame: HA : cal. Cuwrve: T, /98
Oatsr 7 Jul 1998 15:¢9 Nethed:. GOALYR Asalyws : 53 4P o
Intsxtase: 711 Cyeled: 12 Chanmald: A "
Ingcxumsac: VARIAN 38588, : ha{ 2
Colusms RTX-260, 0.33mm ID, i.0wm df Galumn Length: 60  BeRas® .&.
Stasrt Temp-Time (deg-winm)s 218 € Ranp Neld (deg-wim): 3 -
Pyoyzem Rats (deg/min): 10C Bad Time-Temp (deg~uia): 3839 C-17
Prog Slope (D ox Linsaw): WA In) Pexrz Tamp: 3188 -
Plourese/Gas: 3.5ul/emiE ©  Split Raster Xa ;5 E]
Dot 1-Type & Temp: ECD/200C ’ Det 2-Type & Teaps WA
Ploc timee: 0 te 20 wimstes
floe remge; $0 uillivelts (.37 we offses)

" R

C -

» r- +P .

o
. F 4 JGOAL
E -
C .J :
7 on Qampr ”e
Tine ame Injontad Azea Beight
13.33 GUAL 0.158 4.5608001 3.8008083 -
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Figure 74. Oxyfluorfen Calibration Curve (GC/ECD)

HEIGHT ~ 1,880 _

6T . GOAL CALIBRATION CLRVE
87,/87/83

BO=77.988 Bl=18131 B2=-6812§

o .85 o .15 .2

Concentrations in report are calculated from equation:
HEIGHT = BO + Bl(UG/ML) + B2(UG/ML)“2
cbtained by least-squares f£it aof standard injection data.

- . —— o - - -

TR T LI
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Figure 75. Grape Control (GC/MS)

File : C:\HPCHEM\1\DATA\NOBS9.D
Operator : 82
Acquired 9 Nov 95 10:41 pm using AcgMethod GOALl
Sample Name: 92-0100-005
Misc Info : blk SW=5g FVs2.5ml
Vial Number: 9
CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1.M

Compound : Goal

Ret Time: 19.37

Concentration: 12.33

Pk # and Type: 1 RTEINT used

# Qualifiers Not Satisfied
|
Mo |t
L1
M’» Woiafiroly | W Wit
! i derdois Pyt
| 19.40 19.90 | 19.40 19.90 | 19.40 19.90
Target 038 ‘Meérged
Signal Ratios Limits RT Limits Resp Integ Type
Tgt 252.00] 100.0% 19.37 19.16 114 sys def
Q1 361.00 0.0 0.0- 22.0 0.00 to 0| sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.14 0| sys def
Q3 0.00 0.0 0.0~ 0.0 0.00 0| sys def
I
Goal
Response
5.00e+004 !
!
i
0 S ‘ 1
0 200 400
Amount
Response = 1.26e+002 * Amt - 1.44e+003
Corr Coef = 0.999 Curve Fit: Linear j
C:\HPCHEM\1\DATA\NO08S9.D Fri Nov 10 09:30:43 1995 Page 2
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Figure 76. Grape Fortification 0.025 PPM (GC/MS)

File C:\HPCHEM\1\DATA\N08S10.D
Operator sz
Acquired 9 Nov 95 11:19 pm using AcgMethod GOALl
Sample Name: 92-0100-005
Misc Info : spka SW=S5g FV=2.5ml 0.025ppm
vial Number: 10
CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1.M
Compound: Goal
Ret Time: 19.64
Concentration: 46.28
Pk # and Type: 1 RTEINT used
i
! l s W
}
. .
Fogaeay VA VAVN ST U,
! A
! 19.40 19.90 | 19.40 19.90 | 19.40 19.90
Target QI Méxrged
Signal Ratios Limits RT Limits Resp Integ Type
Tgt| 252.00]| 100.0% 19.64 19.16 4397| sys def
Q1 361.00 13.5 0.0- 22.0| 19.64 to 592| sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.14 0| sys def
Q3 0.00 0.0 0.0- 0.0 0.00 0| sys def
Goal
Response
5.00e+004
" . I
pAm ¥ 6law
0
0 200 400
Amount
Response = 1.26e+002 * Amt - 1.44e+003
Corr Coef = 0.999 Curve Fit: Linear
C:\HPCHEM\1\DATA\NO08S10.D Fri Nov 10 09:29:46 1995 Page 2
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Figure 77. Grape Fortification 0.05 PPM (GC/MS)

File : C:\HPCHEM\1\DATA\N08S11.D
Operator : 82
Acquired : 9 Nov 95 11:57 pm_using AcgMethod GOALl

Sample Name: 92-0100-005

Misc Info : spkb SWaSg FV=2.5ml 0.05ppm
vial Number: 11 '
CurrentMeth: C:\HPCHEM\1\METHODS\GOALl.M

Compound : Goal
Ret Time: 19.64
Concentration: 85.98
Pk # and Type: 1 RTEINT used

et Sayhinadh

i s et -t ‘iJA\&_—

19.40 19.90 | 19.40 19.90 | 1940 19.90

!

Target (031 Merged
Signal Ratios Limits RT Limits Resp Integ Type
Tgt| 252.00| 100.0% 19.64 19.16 9405| sys def |
Q1 361.00 11.5 0.0- 22.0| 19.65 to 1084 sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.14 0| sys def
Q3 0.00 0.0 0.0- 0.0 0.00 0] sys def
Goal

Response

I

5.00e+004

0 200 400
Amount

Response = 1.26e+002 * Amt - 1.44e+003
Corr Coef = 0.999 Curve Fit: Linear

C:\HPCHEM\1\DATA\NO8S11.D Fri Nov 10 09:31:42 1995 Page 2
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Figure 78. Grape Fortification 0.125PPM (GC/MS)
File : C:\HPCHEM\1\DATA\N08S12.D
Operator : sz
Acquired : 10 Nov 95 12:35 am using AcgMethod GOALl
Sample Name: 92-0100-005
Misc Info : spkc SW=5g FV=2.5ml 0.125ppm
Vial Number: 12
CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1l.M
Compound: Goal
Ret Time: 19.65
Concentration: 269.02
Pk # and Type: 1 RTEINT used
|
|
- o
-
i !
% i
: i
| i
! 1 .
T "-!'"""""‘ .'.'.:...—_'.f"':'i;'_‘:::
19.40 19.90 | 19.40 19.90 | 19:40 19.90
Target —QI Merged
Signal Ratios Limits RT Limits Resp Integ Type
Tgt| 252.00] 100.0% 19.65 19.16 32497| sys def|
Q1 361.00 11.4 0.0- 22.0] 19.65 to 3689 sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.14 0| sys def
Q3 0.00 0.0 0.0- 0.0 0.00 0| sys def
Goal
Response
5.00e+004
TR
0AM 4!!‘6!‘13
0 1
0 200 400
Amount

Response = 1.26e+002 * Amt - 1.44e+003
Corr Coef = 0.999 Curve Fit: Linear .
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Figure 79. Peach Control (GC/MS)
File : C:\HPCHEM\1\DATA\NO8SS.D
Operator : 82
Acquired : 9 Nov 85 8:08 pm using AcgMethod GOAL1l
Sample Name: 94-~0117-001
Misc Info : blk SW=5g FV=2,5ml
Vial Number: 5§ '
CurrentMeth: C:\HPCHEM\1\METHODS\GOALl.M
Compound: Goal
Ret Time: 20.06
Concentration: 12.30
Pk # and Type: 1 RTEINT used
# Qualifiers Not Satisfied
Jt o WPWWW Mgfiidiedh
Wawpn by
e e e
19.40 19.90 19.40 19.90 19.40 19.90
Target [o31 Merged
Signal Ratios Limits RT Limits Resp Integ Type
Tgt| 252.00] 100.0% 20.06  19.16 110| sys def|
Q1 361.00 0.0 0.0- 22.0 0.00 to 0| sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.14 0| sys def
Q3 0.00 0.0 0.0- 0.0 0.00 0| sys def
Goal
Response
5.00e+004 ]
pAM H[l(glv
0 T I A T
0 200 400
Amount
Response = 1.26e+002 * Amt - 1.44e+003 i
Corr Coef = 0.599 Curve Fit: Linear i
C:\HPCHEM\1\DATA\NO0BSS.D Fri Nov 10 09:16:19 1995 Page 2
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Figure 80. Peach Fortification 0.025 PPM (GC/MS)

File C:\HPCHEM\1\DATA\NOB8S6.D
Operator sz
Acquired 9 Nov 95 8:46 pm using AcgMethod GOAL1l
Sample Name: 94-0117-001
Misc Info : spka SW=Sg FV=2.5ml 0.02S5ppm
Vial Number: 6 '
CurrentMeth: C:\HPCHEM\1\METHODS\GOALl.M
Compound : Goal
Ret Time: 19.64
Concentration: 42.26

Pk # and Type: 1

RTEINT used

N.._A..J_LW

;¢~~_HJJVN¢~
; RN WS
: e _—T e
19.40 159.80 19.40 15.90 19.40 19.90
Target QI Merged
Signal Ratios Limits RT Limits Resp Integ Type
Tgt| 252.00] 100.0% 19.64 19.16 3890| sys def
Q 361.00 10.5 0.0- 22.0} 19.65 to 410| sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.14 0| sys def
Q3 0.00 0.0 0.0- 0.0 0.00 0| sys def
Goal
Response
5.00e+004

Response = 1.26e+002 * Amt - 1.44e+003
Corr Coef = 0.999

400

200
Amount

Curve Fit: Linear

C:\HPCHEM\1\DATA\NO8S6.D

Fri Nov 10 09:18:35 1995 Page 2
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Figure 81. Peach Fortification 0.05 PPM (GC/MS)

File : C:\HPCHEM\1\DATA\N08S7.D
Operator : 8z
Acquired 9 Nov 95 9:24 pm using AcgMethod GOAL1l

Sample Name: 94-0117-001
Misc Info

Vial Number;

: spkb SW=5g FV=2.5ml 0.0Sppm
7

CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1l.M
Compound: Goal
Ret Time: 19.64
Concentration: 82.39

Pk # and Type: 1

RTEINT used

*)1—"-.11

”‘-A“%__——

19.40 19.90 | 19.40 19.90 | 19.40 19.90
Target 028 erge
Signal Ratios Limits RT Limits Resp Integ Type
Tgt| 252.00( 100.0% 19.64 19.16 8952 sys def
Q1 361.00 12.4 0.0- 22.0| 19.65 to 1110| sys def
Q2 0.00 0.0 0.0- 0.0 0.60 20.14 0| sys def
Q3 0.00 0.0 0.0- 0.0 0.00 0| sys def
Goal
Response
| 5.00e+004 ] '
]
1
0. : _ !
0 200 400
Amount
Response = 1.26e+002 *« Amt - 1.44e+003
Corr Coef = 0.999 Curve Fit: Linear
C:\HPCHEM\1\DATA\NO8S7.D Fri Nov 10 09:19:38 1995 Page 2
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Figure 82. Peach Fortification 0.125 PPM (GC/MS)

File : C:\HPCHEM\1\DATA\N0BS8.D
Operator : 82
Acquired : 9 Nov 95 10:03 pm using AcgMethod GOAL1l

Sample Name: 94-0117-001

Misc Info : spkc SW=5g FV=2.5ml 0.125ppm
Vial Number: 8

CurrentMeth: C:\HPCHEM\1\METHODS\GOALl.M

Compound : Goal

Ret Time: 19.64
Concentration: 255.18

Pk # and Type: 1 RTEINT used

f |
| L\..__ S | .

A

- ‘V_'ﬁ" AR L S S e 2 v ‘_T_m
19.40 19.90 | 19.40 19.90 | 19.40 19.90
Target QI ~Merged
Signal Ratios Limits RT Limits Resp Integ Type
Tgt| 252.00] 100.0% 19.64 19.16 30752] sys def]
Q1 | 361.00| 11.3 0.0- 22.0] 19.65 to 3485| sys def
Q2 0.00 0.0 0.0- 0.0] 0.00 20.14 0| sys def
Q3 0.00 0.0 0.0- 0.0 0.00 0| sys def
Goal
Response
i
5.00e+004 [
|
_mfkk”mfummng ...... :
DAM g9
o . ST '
0 200 " 400
Amount

Response = 1.26e+002 * Amt - 1.44e+003
Corr Coef = 0.999 Curve Fit: Linear
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TR 34 95 111 - | 000127

Figure 83. Peanut Nutmeat Control (GC/MS)

File : C:\HPCHEM\1\DATA\N09S3.D
Operator : BZ
Acquired : 10 Nov 95 4:39 pm using AcgMethod GOALl

Sample Name: 93-0157-004 nutmeat

Misc Info : blk SW=5g, FV=2.5ml

Vial Number: 3

CurrentMeth: C:\HPCHEM\1\METHODS\GOALl.M

Compound : Goal
Ret Time: 19.60
Concentration: 27.22
Pk # and Type: 1 RTEINT used

# Qualifiers Not Satisfied

iyt |

Y Y VT b

19:40 19.90 | 19.40 19.90 | 19.40 19.90

Target (031 Merged
Signal Ratios Limits RT Limits Resp Integ Type
Tgt| 252.00] 100.0% 19.60 19.16] 197] sys def
Q1 361.00 0.0 0.0- 22.0 0.00 to 0| sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.14 0| sys def
Q3 0.00 0.0 0.0- 0.0 0.00 0| sys def
Goal

Response

| 1.00e+005

0

i

| g o T T v g T
i 0 200 400
| Amount
I

}

: Responge = 2.79%e+002 * Amt - 7.41e+003
' Corr Coef = 0.996 + Curve Fit: Linear

C:\HPCHEM\1\DATA\N09S3.D Tue Nov 14 10:01:42 1995 Page 2
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Figure 84. Peanut Nutmeat Fortification 0.025 PPM (GC/MS)

File : C:\HPCHEM\1\DATA\N09S7.D
Operator : 82
Acquired : 10 Nov 95 7:12 pm using AcqMethod GOAL1l

Sample Name: 93-0157-004 nutmeat

Misc Info : spka SW=5g FV=2.5ml 0.025ppm
Vial Number: 7

CurrentMeth: C:\HPCHEM\1\METHODS\GOALl.M

Compound: Goal
Ret Time: 19.64
Concentration: 54.38
Pk # and Type: 1 RTEINT used
— |
|
i |
| |
i T e
i i
! A.M-m{,—aw‘— - ,Aw—w»—"
{ A
: AN T T AP
19.40 19.90 19.40 19.90 19.40 19.9%0
Target (028 ‘Merged
Signal Ratios Limits RT Limits Resp Integ Type
Tgr| 252.00] 100.0% 19.64 19.16] 7784 | sys det
Q1 361.00 11.5 0.0- 22.0] 19.64  to 899| sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.14 0| sys def
Q3 0.00 0.0 0.0- 0.0 0.00 0{ sys def
Goal !
Response
1.00e+005
sbanud
B disl
. 1
0 - - T S v
0 200 400
Amount

Response = 2.79e+002 * Amt - 7.41e+003 i
Corr Coef = 0.996 Curve Fit: Linear ]
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Figure 85. Peanut Nutmeat Fortification 0.05 PPM (GC/MS)

File : C:\HPCHEM\1\DATA\N09S11.D

Operator : 82

Acquired : 10 Nov 95
Sample Name: 93-0157-004 nutmeat
Misc Info : spkb SW=S5 FV=2.5 0.05ppm

Vial Number: 11

CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1.M

9:44 pm using AcgMethod GOAL1l

Compound: Goal

Ret Time: 19.64

Concentration: 80.70

Pk # and Type: 1 RTEINT used

..... R hatian an s annd ——— e — - A r—
l
| 19.40 19.90 | 19.40 19.90 | 19.40 19.90
Target UI Merged

Signal Ratios Limits RT Limits Resp Integ Type
Tgt| 252.00| 100.0% 19.64 19.16] 15137| sys def
Q1 361.00 11.2 0.0- 22.0]| 19.65 to 1700| sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.14 0| sys def
Q3 0.00 0.0 0.0- 0.0 0.00 0| sys def
: !
! : Goal '
| Response ,
! i
| 1.00e+005.] '
. 1

!
0 . -
0 200 400
Amount
Response = 2.79%e+002 * Amt - 7.41e+003
Corr Coef = 0.996 Curve Fit: Linear

C:\HPCHEM\1\DATA\NO9S11.D Tue Nov 14 10:08:10 1995 Page 2
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Figure 86.

File
Operator
Acquired
Sample Name:
Misc Info
Vial Number:

000130

Peanut Nutmeat Fortification 0.125 PPM (GC/MS)

C:\HPCHEM\1\DATA\N09S13.D
sz
10 Nov 95 11:01 pm using AcgMethod GOALl

93-0157-004 nutmeat

: spklf SW=5 FV=2.5 0.125ppm

13 “€saapsiss

CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1l.M
Compound: Goal
Ret Time: 19.65
Concentration: 217.28
Pk # and Type: 1 RTEINT used

SR Iy p

o - —— — ——

Al
1

19.40 19.90

19.40 19.90 | 19.40 19.90
‘Target QI Merged
Signal Ratios Limits RT Limits Resp Integ Type
Tgt| 252.00f 100.0% 19.65 19.16 53290 | sys def
Q1 361.00 11.5 0.0- 22.0| 19.65 to 6113| sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.14 0| sys def
Q3 0.00 0.0 0.0- 0.0| o0.00 0| sys def
Goal
Response
1.00e+005
]
0 !
0 200 400
Amount
Response = 2.79e+002 * Amt - 7.41e+003
Corr Coef = 0.996 Curve Fit: Linear
C:\HPCHEM\1\DATA\N09S13.D Tue Nov 14 10:10:24 1995 Page 2
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Figure 87. Peanut Shell Control (GC/MS)
File : C:\HPCHEM\1\DATA\N09S4.D
Operator : 852
Acquired 10 Nov 95 5:17 pm using AcgMethod GOALl
Sample Name: 93-0157-004 shell
Misc Info : blk SW=Sg, FVs2.5ml
Vvial Number: 4
CurrentMeth: C:\HPCHEM\1\METHODS\GOALl.M
Compound: Goal
Ret Time: 19.79%9
Concentration: 28.01
Pk 4 and Type: 1 RTEINT used
# Qualifiers Not Satisfied
Mrw(‘&l& MM Fh i" MW\NYMWP
P T o L
| 19.40 19.90 | 19.40 19.90 | 19.40 19.90
Target (o) Merged
Signal Ratios Limits RT Limits Resp Integ Type
Tgt | 252.00] 100.0% 19.79  19.16 418] sys def|
Ql 361.00 0.0 0.0- 22.0 0.00 to 0| sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.14 0{ sys def
Q3 0.00 0.0 0.0- 0.0 0.00 0| sys def
Goal
Response
1.00e+005 |
i
0 .
0 200 400
Amount
Response = 2.79e+002 * Amt - 7.41e+003
Corr Coef = 0.996 Curve Fit: Linear f
C:\HPCHEM\1\DATA\N09S4.D Tue Nov 14 10:03:54 1995 Page 2
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Figure 88. Peanut Shell Fortification 0.025 PPM (GC/MS)

File : C:\HPCHEM\1\DATA\N09S8.D
Operator : 82
Acquired : 10 Nov 95 7:50 pm using AcgMethod GOALl

Sample Name: 93-0157-004 shell

Misc Info : spka SW=5g FV=2.5ml 0.025ppm

Vial Number: 8
CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1.M

Compound: Goal
Ret Time: 19.64
Concentration: 52.23
Pk # and Type: 1 RTEINT used

~0-~L————

e

U | ——

 !

19.40 19.90 19.40 19.90

19.40 19.90
erge

Target QT
Signal Ratios Limits RT Limits Resp Integ Type
Tgt| 252.00] 100.0% 19.64 19.16 7183 sys def|
Q1 361.00 11.3 0.0- 22.0| 19.65 to 814| sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.14 0| sys def
Q3 0.00 0.0 0.0- 0.0 0.00 0| sys def
Goal !
Response '
|
1.00e+005. !
!
oA 4[4
° a .
0 200 400
Amount
Response = 2.79e+002 * Amt - 7.41e+003 \
Corr Coef = 0.996 Curve Fit: Linear j
C:\HPCHEM\1\DATA\NO9S8.D Tue Nov 14 10:06:56 1995 Page 2
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Figure 89. Peanut Shell Fortification 0.05 PPM (GC/MS)

File : C:\HPCHEM\1\DATA\N09S12.D
Operator : 82
Acquired : 10 Nov 95 10:23 pm using AcgMethod GOAL1l

Sample Name: 93-0157-004 shell
Misc Info : spkb SWs5 FV=2.5 0.05ppm

Vial Number: 12

CurrentMeth: C:\HPCHEM\1\METHODS\GOALl.M

Compound: Goal
Ret Time: 19.64
Concentration: 117.28
Pk # and Type: 1 RTEINT used
| P | B
} SRIPEINY & RS S | —
| 19.40 19.90 | 19.40 19.90 | 19.40 19.90
—Target (0)1 —Merged
Signal Ratios Limits RT Limits Resp Integ Type
Tgt| 252.00] 100.0% 15.64 19.16 25354| sys def
Q1 361.00 11.3 0.0- 22.0| 19.65 to 2876 sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.14 0| sys def
Q3 0.00 0.0 0.0- 0.0 0.00 0| sys def
Goal
Response

©1.00e+00S |

200
Amount

400

Response = 2.79e+002 * Amt - 7.41e+0Q03

Corr Coef = 0.996

Curve Fit:

Linear

C:\HPCHEM\ 1\DATA\N09S12.D

Tue Nov 14 10:09:09 1995

Page 2
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Figure 90. Peanut Shell Fortification 0.125 PPM (GC/MS)

File : C:\HPCHEM\1\DATA\N09S14.D
Operator : sz
Acquired : 10 Nov 95 11:39 pm _using AcgMethod GOALl

Sample Name: 93-0157-004 shegll @w& »is]is
Misc Info : spk)l SW=5 FV=2.5 0.125ppm
Vial Number: 14 ©<ORBw/is]95

CurrentMeth: C:\HPCHEM\1\METHODS\GOALl.M

Compound : Goal

Ret Time: 19.65
Concentration: 256.92

Pk # and Type: 1 RTEINT used

i
)
i
'
l

]
o
|

N | R

e a—  + ——a—— e - e o ettt - e

19.40 19.90 | 19.40 19.90 | 19.40 19.90
Target QT Méxrged
Signal Ratios Limits RT Limits Resp Integ Type

Tgt|{ 252.00] 100.0% 19.65 19.16 64363 | sys def
Q1 361.00 11.5 0.0- 22.0) 19.66 to 7428| sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.14 0| sys def
Q3 0.00 0.0 0.0- 0.0 0.00 0| sys def

Goal !

Response l

|

1.00e+005 I

|

AM Y)18[e |

ol. : , !

0 200 400

Amount

Response = 2.79e+002 * Amt - 7.41e+003
Corr Coef = 0.996 Curve Fit: Linear

C:\HPCHEM\1\DATA\N09S14.D Tue Nov 14 10:11:45 1995 Page 2



TR 34 95 111 y

000135
Figure 91. Standard 0.025 pg/ml (GC/MS)
File : C:\HPCHEM\1\DATA\N08S4.D
Operator : 82
Acquired : 9 Nov 95 7:30 pm using AcgMethod GOALl
Sample Name: std 0.025ug/ml
Misc Info : C103195-5
Vial Number: 4
CurrentMeth: C:\HPCHEM\1\METHODS\GOALl.M
Compound: Goal
Ret Time: 19.65
Concentration: 30.4S
Pk # and Type: 1 RTEINT used
b op S p S s i 1 A d
19.40 19.90 | 19.40 19.90 | 19.40 19.90
Target o) o Merged
Signal Ratios Limits RT Limits Resp Integ Type
Tgt} 252.00] 100.0% 19.65 19.16 2400| sys def
Q1 361.00 12.6 0.0- 22.0| 19.65 to 303| sys def
Q2 0.00 0.0 0.0~ 0.0 0.00 20.14 0| sys def
Q3 0.00 0.0 0.0- 0.0 0.00 0| sys def
Goal
Response
!
© 5.00e+004 ‘
OAM %’o’l‘fn
0 i 1
0 200 400
Amount
Response = 1.26e+002 * Amt - 1.44e+003 i
Corr Coef = 0.999 Curve Fit: Linear |
C:\HPCHEM\1\DATA\NO8S4.D Fri Nov 10 09:06:51 1995 Page.2
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Figure 92. Standard 0.05 ng/ml (GC/MS)
File C:\HPCHEM\1\DATA\NO8S3.D
Operator 82
Acquired 9 Nov 95 6:51 pm using AcgMethod GOALl
Sample Name: std 0.0S5ug/ml
Misc Info : Cl103195-4
Vial Number: 3 ’
CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1.M
Compound: Goal
Ret Time: 19.64
Concentration: 79.04
Pk # and Type: 1 RTEINT used
v W
[OVITITE N o Adhaat] ..MA__L”‘
SO | W
19.47 19.96 | 19.47 19.96 | 19.47 19.96
—rarget QI ‘Mérged
Signal Ratios Limits RT Limits Resp Integ Type
Tgt| 252.00| 100.0% 19.64 19.22 5254 sys def|
Q1 361.00 12.6 0.0- 22.0| 19.65 to 662| sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.21 0| sys def
Q3 0.00 0.0 0.0- 0.0 0.00 0| sys def
Goal
Response
1.00e+005
B ai\slﬁ
o.l , . .
0 5.00e+002 1.00e+003
Amount
Response = 1.49e+002 * Amt - 6.52e+003
Corr Coef = 0.993 Curve Fit: Linear
C:\HPCHEM\1\DATA\NOB8S3.D Thu Nov 09 19:26:12 1995 Page 2




TR 34

. 1.00e+005

95 111

000137
Figure 93. Standard 0.10 pg/ml (GC/MS)
File : C:\HPCHEM\1\DATA\N08S2.D
Operator : 82
Acquired : 9 Nov 95 6:13 pm using AcgMethod GOALl
Sample Name: std 0.1lug/ml
Misc Info : C103195-3
Vial Number: 2
CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1.M
Compound : Goal
Ret Time: 19.65
Concentration: 119.45
Pk # and Type: 1 RTEINT used
et S g — --.—..—-q‘,‘f.'-—-—w
H R | V.
i 0y T 1 T _—r Ly T (R LA
| 19.46 19.96 | 19.46 19.96 | 19.46 19.96
Target QT — Merged
Signal Ratios Limits RT Limits Resp Integ Type
Tgt| 252.00[ 100.0% 19.65 19.22 11274| sys det]
Q1 361.00 11.5 0.0- 22.0} 19.65 to 1294 | sys def
Q2 0.00 0.0 0.0~ 0.0 0.00 20.21 0| sys def
Q3 0.00 0.0 0.0- 0.0 0.00 0| sys def
Goal
Response

0 5.00e+002

Amount

1.00e+003

Response = 1.49e+002 * Amt - 6.52e+003
Curve Fit: Linear

Corr Coef = 0.993

C:\HPCHEM\1\DATA\N08S2.D

Thu Nov 09 18:48:01 1995

Page 2
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File
Operator
Acquired :
Sample Name:
Misc Info

Figure 94. Standard 0.50 p.g/ml (GC/MS)

C:\HPCHEM\1\DATA\NO8S1.D
8z

9 Nov 95
std 0.5ug/ml
C103195-2

5:35 pm using AcgMethod GOAL1l

Vial Number: 1

CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1.M

000138

Compound : Goal
Ret Time: 19.65
Concentration: 682.50
Pk # and Type: 1 RTEINT used
|
il — A
| 19.47 19.96 | 19.47 19.96 | 19.47 19.96
Target QI Mérged
Signal Ratios Limits RT Limits Resp Integ Type
Tgt | 252.00] 100.0% 19.65  19.22 95162| sys def
Ql 361.00 11.1 0.0- 22.0] 19.65 to 10593| sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.21 0| sys def
Q3 0.00 0.0 0.0- 0.0 0.00 0| sys def
Goal
Response
1.00e+005
0
0 5.00e+002 1.00e+003
Amount
Response = 1.49e+002 * Amt - 6.52e+003
Corr Coef = 0.993 Curve Fit: Linear
C:\HPCHEM\1\DATA\NO8S1.D Thu Nov 09 18:09:48 1995 Page 2
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Figure 95. Oxyfluorfen Calibration Curve (GC/MS)

'_Goal

Response

e

.

1.20e+005_-

-
1.00e+005_

8.00e+004%

6.00e+004
.
-
4.00e+004
-
2.00e+004]
- quuaigﬁaJynﬂwwiicﬁ
ol ¥ sl
0 ' - 200 | 400

Amount

Response = 2.79e+002 * Amt - 7.41e+003
Corr Coef = 0.996 . Curve Pit: Linear

Method Name: C:\HPCHEM\1\METHODS\GOAL1.M
Calibration Table Last Updated: Tue Nov 14 09:59:48 1995
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Appendix 1

GC/MS Method Validation Protocol
Certificate of Analysis (RH-32915)
GLP Statements

Quality Assurance Statements
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IV.

VL

Protocol Number: 34P-95-92

Project Number: 310714
Study Title

Method Validation- GC/MS Confirmatory Detection in Oxyfluorfen
(Goal®) Crop Residue Analytical Method, TR 34-94-150

Study Objective

The objective is to validate the Oxyfluorfen (GOAL®) Crop Residue
Analytical Method, TR 34-94-150, using GC/MS as the confirmatory
detection method. The crops that will be used are peanut nutmeat,
peanut shell, peach, and grape*. The data will be used in the reissue of
this residue method as the Tolerance Enforcement Method, TR 34-95-
111.

*These samples will be taken from the residue analysis covered in
subprotocol 34P-94-65A.

Sponsor

Rohm and Haas Company
727 Norristown Road
Spring House, PA 19477-0904

Testing I aboratory

Centre Analytical Laboratories
3048 Research Drive

State College, PA 16801
Personnel
5.1  Study Director:* Dennis A. Martin
Rohm and Haas Company
215-619-5576

5.3  Principal Investigator:  Shaozhi Zheng
Centre Analytical Laboratories



W
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VIL

1000142

5.2  Contract Laboratory = Roberta C. Regetta
Coordinator:** Rohm and Haas Company
215-619-5588
54 RMEF Manager: Dr. Stanley S. Stavinski

Rohm and Haas Company

*Primary contact for technical issues
**Primary contact for non-scientific issues

Dates

Proposed Analytical Start Date: October 1995
Proposed Experimental Completion: November 1995
Proposed Final Report Date: November 1995
Identification and Justification For Selection of Test Syste

The test system for this study is defined as sets of untreated crop
samples collected from field trials. Samples will be identified by the
Rohm and Haas sample numbers defined later in this protocol. The
samples are selected to support magnitude of residue studies. The
crops specifically to be used in this study are peanut nutmeat, grape,
peanut shell, and peach.

Experimental Design and Methods to Control Bias

Untreated crop samples will be fortified with oxyfluorfen and run
through the method to validate the GC/MS method as the
confirmatory detection technique. Sample analysis will follow
documented standard operating procedures. Methods to control bias
include analysis of untreated control samples, fortification recovery
data, and generation of standard curves.

Metho

All analyses and preparation of stock fortification solutions will be
performed using the residue analytical method TR 34-94-150,
“Oxyfluorfen (GOAL®) Crop Residue Analytical Method." However,
there is the addition of GC/MS detection, developed by Centre

Sub Protocol 34P-95-92 . Page 2 of 6
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Analytical Laboratories, as the mode of quantitation in place of
GC/ECD. (Data acceptability - SOP RMEF.RES.05.02)

XI. Test and Reference Substances

1. Test and Reference Material

Standard Lot Purity/% ° Appearance Expiration Date
RH-32915 * :

oxyfluorfen = RPOB674FP  99.4 Pale yellow powder  August 2, 2000

Analytical grade compounds will be used as both a test substance, for
fortifications, and a reference substance, to generate calibration curves.
The reference material has been GLP analyzed and possesses a
certificate of analysis. The characterization of the reference substance is
detailed in Rohm and Haas report, APR-95-334.

* RH-32915 and RH-2915 identify the same standard. The former appears on the
certificate of analysis, the latter is used in the residue database.

2. Chemicals- The grade and supplier of chemicals are defined in the
method.

3. Hazard Information- Current MSD sheets for the standards wiﬂ be
available by the testing laboratory.

XII. Treatment of Test System

The samples used are untreated control samples from field studies.
The RMEF RAR code system will be used to identify all samples.

The samples have been processed according to SOP SAMP.02.06; and,
they are maintained in frozen storage until analysis.

The following samples will be analyzed. Each set will consist of one
control and three fortifications. The fortifications will be 1 at the LOQ,
1at2 XLOQ, and 1 at 5 X LOQ. The grape samples are taken from

subprotocol 34P-94-65A.

RAR Code Sample No. Variety Component
93-0157 004 peanut nutmeat’
93-0157 - 004 peanut shell
94-0117 001 peach fruit
92-0100 005 Cabemet grape fruit

Sub Protocol 34P-95-92 Page 3 of 6
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XIII. Records

Originals of the items listed below, and any other raw data generated
will be provided to the Study Director.

1.

XIV.

Chromatograms
All chromatograms will contain the following:

A.  Sample identification, date, final sample volume, sample
weight, arrows indicating the area of interest, the analyst's
initials, and injection number corresponding. to the run
sheet.

B. Fortifications will additionally include the pg added and
the sample number of the sample that was fortified.

C. Standard chromatograms will additionally include the
ug/ml concentration.

D.  The first standard chromatogram in a daily run should
also include temperatures, flow rates, column parameters,
gases, instrument parameters, and instrument type if any
of these differ from the method.

Storage History and Chain of Custody Records
Method Run Sheets
Diskettes of Results
Analyst’s Bench Sheet
rtin
Data Reporting
The testing laboratory will provide the original version of run
sheets, standard curves, and any other raw data generated.
Rohm and Haas will provide the original processing records.
Work perfomed will be certified by the signature of all personnel

involved in the analysis. Signed GLP Compliance and Quality
Assurance Statements should also be provided.

Sub Protocol 34P-95-92 Page 4 of 6
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XV.

2. Final Report

The analytical data generated under this protocol will be used in
the reissue of the Oxyfluorfen Crop Residue Analytical Method,
TR 34-94-150, as the Oxyfluorfen Crop Tolerance Enforcement
Method, TR 34-95-111. The final method report will be written
by the Study Director upon completion of this analysis. The
report will include data generated under other protocols
covering residue analysis of samples used in the

reregistration of oxyfluorfen. The report will include a
description of the materials and methods used, the residue
analytical data generated, along with signed and dated Study
Compliance and Quality Assurance Statements.

GLP Statement

This analysis will be conducted in compliance with FIFRA's Good
Laboratory Practice Standard (40 CFR 160). All raw data generated in
this study will be archived by the Rohm and Haas Company. The
Study Director will be responsible for the overall conduct of the study
and the final report. The Principal Investigator is the Study Director’s
delegate responsible for this protocol, oversight of the analysis, the
analytical experimentation, and will review the protocol, procedures,
Good Laboratory Practice and safety guidelines with all support
personnel prior to their participation in this study. Any deviations
will be recorded. Changes in plans will be approved by the Study
Director and attached to this protocol.

Quality Assurance

The Centre Analytical Laboratories, Inc's QA Unit will conduct in-
progress inspections, audit the raw data to ensure the integrity of the
study, and will report findings, noting any problem found and
corrective actions taken, to site management, the study director, Rohm
and Haas QAU, and Rohm and Haas Management

Sub Protocol 34P-95-92 _ Page 50f 6
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XVIIL. Signatures

Study Director:

QWM A M@CC}\, 10/19/95

nnis A. Martin Date

RMEF Manager:

Dr. Stanley S. Stavinski

Principal Investigator:

Shaszhi zhems 10/24/95
Shaozhi Zheng ] Date
Reviewed by QAU
Tl Sl ol
Rhonda S. Krick 'Date

Sub Protocol 34P-95-92 Page 6 of 6



" TR 34 95 111 | 000147
PROTOCOL MODIFICATION FORM

PROTOCOL No. 3P 95-92 sTupy bRecTor _Jemis A. Mardin

M

T OXVLIVOTE
MODIFICATION: 'Me&h?) (TgegzM

© /cm\ya:, o-op &;Mp\es cxenﬂ"ac%eci by éC/ ECd oS
well 05 60/mS ) using method fiund in Te 3H4HISO,

IUSTIFICATION: |
@ Resols ave needed on both defechion methads
© Ve fr (omMpOYiSon,

Nene

Originator: \) IModin  n-w45
signature date

Study Director Approval: M J‘r Mc»m [ I")"CIS
< signature date
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PROTOCOL MODIFICATION FORM

PROTOCOL No. _34/-95-9 stupy pmecror A Maichin
sTupy TmLE Hethod Valdahon— 6c/MS Corrﬁmca@ry Aq‘tc—hm n

MODIFICATION:  fe'thod ' 12 5o

The LOG for the confimodory method USIg
GC/MS 15 C. o025 P, {hS‘?LeC(C) O‘F o. 0l o
as the privary method dictates,

4

JUSTIFICATION:

The 5cm5/ﬁw"/'k/ of the corwﬁrMcn‘Dry JHGC;HOH
methed ditS not need 4o be 4he Sam€ as
tht priMay Method, The Lo of 0,025 ppm
reSUS in tht best d‘\}/OVV\C{’{'Djl/'QFhY
v thS méthod,

EFFECT ON STUDY: -
Theve. will be- no @ﬁ%c:f on +He S‘fUCLY‘

Originator éw;gwadzu 2lshs

Study Director Approval: ALWW");A .,/\/1 OUOb-:, 2/ }6/ %
' vj signature date
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°

3048 Research Drive State College, PA 16801
Phone: (814) 231-8032 Facsimile: (814) 231-1253

- Page /

PROTOCOL/METHOD MODIFICATION FORM

Subprotocol/Protocol No: _34P~95- 92
Study Director: Dennts  mMartin

310 7. 4 % «
CAL Project Number: _ o2 — (6 S Sponsor Study Number: i 7S T

Study Title: _method Valiolatin — Gefp s Confiymatery _vetection
| worfen ( Goof s\ dlys oy 17 C TX3¢ Lo
M@_ 2 _

L In skP 4.4 , 4om of §0:5el%fy) et/ acetate /o iune /
wWaé ‘n ' m :
a¢ used Mstend of 25mi of 595 (o) tht] ol
2. The final  Vofume was 0’“‘"3“4 fom gml 7o 2.5m)
TUSTIFICATION:

» «®
I'HW*M 5S¢ 1/m/9s
. emSure the (amot (‘e(,;»'Vsz

2. enSure +he fortificarin "Lev Semple uHhin +the s'l'analwo{
Y‘o\nf, .
EFFECT ONSIUDY: 4

e

nehe | -

1.

2. none.

Originator: _M,T o - | 1 1o/ (¢

N| Date
Study Director: l’\jum;m )A( /L 10tﬂ;u ! / IOZ‘?L&-
~ : Darte

July 1993/0
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\ Centre Analytical Laboratories; 1860150
® 3048 Research Drive State College, PA 16801

Phone: (814) 231-8032 Facsimile: (814) 231-1253

“Page_ 1 of

L

PROTOCOL/METHOD MODIFICATION FORM

Subprotocol/Protocol No: 34P-95- 92
Study Director: __pennis A. Morsin

CAL Project Number:\Vd'DZ -/6S Sponsor Study Number: 3/0 7. /4

Study Title: vali dation — G¢C ' peato Loehln S n

%@mm%‘_a«n Crwp Lesiolug ~ Lpalytical motheof TR -94 /50
N: 4 .
1L /yvo-l‘a/ml Stock solution weld Masle i stenf ¢7[

a»..«al...l .

JSTIFIC N:
L TS laborrh"j Prackie. 4o prepore Shocld Salwhion

conontrarion of :M-“alw\l M ordder 1t use- +he
Solutim {;,., ohﬂ.crw proeds,

EFFECT ON STUDY:
1 pome..
Originator: Skﬂﬁ n 7)‘0”‘“1 [l Z'| 96

Date

J |
Study Director: Bwvwws JAf qu IZIO!%
. Date

July 19930
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- \ Centre Analytical LaboratoriesOfitisi
") 3048 Research Drive State College. PA 16801

Phor.e: (814) 231-8032 Facsimile: (814) 231-1253
Page _ / i{ l

PROTOCOL/SOP/METHOD DEVIATION

Deviation Number: / _
Date of Occurrence: /o /37 /98

CAL Project Number: _002 - 16 S Sponsor Study Number: _3/07 . ¢4
DESCRIPTION OF DEVIATION
Is this deviation a. PROTOCOL, or SOP, or ME'I'H_OD deviation?

Standare (RH-32915 ) yur":‘) s 99.7 %, and expifation olate

i1$ /72 /m,.

ACTIONS TAKEN

Pro+oc°[ Deliotirn was (Ssued.

Recorded By/Date: _M‘ ZL—&_’—] | / :/ 2 /94

IMPACT ON THE STUDY
None .

%ﬂm{m A Ju\om \/ ‘0/ 7,

Study Director Signarure Date

CAL QAU Review _G&GW | };, 96
' r 7

May 1993/1




% witdwedp shihd
INDEPENDEICE MAL&W _ P ELPHIA, PA. 18105, U.S.A. TELEPHONE (215) 582-3000
CABLE ADDRESS: RONMHAAS TELEX B45.247 TWX 710-670-5335 TELECOPIER (215) §82-3377

REPLY TO:
RESEARCH LABORATORIES 000152
727 NORRISTOWN ROAD
P.0. BOX 904
RING HOUSE. PA 184770804
5] 641.7000
.15) CH 20400

CERTIFICATE OF ANALYSIS

ANALYTICAL STANDARD

RH NUMBER: | 32915

LOT NUMBER: RPO8674FP

MATERIAL NAME: GOAL

PRODUCTLINE: GOAL

PURITY: 99.4 %

GLP ANALYSIS: - YES

STORAGE CONDITIONS: ROOM TEMP. OR BELOW

APPEARANCE: PALE YELLOW POWDER

EXPIRATION DATE: 02-aug-2000

DATE OF LAST ANALYSIS: 02-aug-1995

QUERIED BY 'd JIMAAL )M ﬂbvow DATE 28-sep-1995

(Signatgrc)

Supporting documentation for this information is retained at the
Rohm and Haas Company in the AgChem Analytical Standard Archive.

COMPANY
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GLP COMPLIANCE STATEMENT

CAL Study Number 002-165 “Method Validation - GC/MS Confirmatory Detection in
Oxyfluorfen (Goal® ) Crop Residue Analytical Method, TR 34-94-150" was performed in
compliance with EPA Good Laboratory Practice Standards (40 CFR, Part 160; FR.
8/17/89) by Centre Analytical Laboratories, Inc.

%MZLQL Zhe~ s - ¥ /4 /0
Shaozhi Zheng Jd Date
Principal Investigator
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QUALITY ASSURANCE STATEMENT

CAL Study Number 002-165 was reviewed by Centre Analytical Laboratories' Quality
Assurance Unit. All reviewed phases were reviewed for conduct according to Centre
Analytical Laboratories' Standard Operating Procedures, the Study Protocol and all
applicable Good Laboratory Practice Standards. All findings were reported to the study

director and management.
Date Reported to Date Reported to
Principal Investigator Study Director and
Phase Date Inspected and CAL management Sponsor management
1. Protocol Review 11/01/95 11/30/95 12/18/95
2. Extraction 11/02/95 11/30/95 12/18/95
3. Extraction 11/09/95 11/30/95 12/18/95
4. Raw Data Review 12/06/95 01/10/96 02/02/96
Gaua Wickveesunlbe 41/ ﬁ-/q &
Gaya ‘Wickremesinhe Date

Quality Assurance Officer
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The GLP and QA statements that follow are for additional
fortifications submitted after completion of the reports, as listed

below:
TR # MRID # Protocol # Crop
34-95-116 43794003 34P-95-30A fig
34-95-119 43794006 34P-95-33A olive

34-95-117 43794004 - - 34P-95-31A pomegranate
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GLP COMPLIANCE STATEMENT

CAL Study Number 002-146 “GOAL® 1.6E Field Residue Trials on Figs” was
performed in compliance with EPA Good Laboratory Practice Standards (40 CFR, Part
160; FR. 8/17/89) by Centre Analytical Laboratories, Inc.

Shavdhs  ope | 3/13/9%

_ Shaozhi Zheng ] Date
Principal Investigator :
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QUALITY ASSURANCE STATEMENT

CAL Study Number 002-146 was reviewed by Centre Analytical Laboratories' Quality
Assurance Unit. All reviewed phases were reviewed for conduct according to Centre
Analytical Laboratories' Standard Operating Procedures, Study Protocol and all
applicable Good Laboratory Practice Standards. All findings were reported to the study

director and management.
Date Reported to Date Reported to
: Principal Investigator Study Director and
Phase Date Inspected and CAL management Sponsor management

1. Protocol Review 07/10/95 07/20/95 08/18/95
2. Extraction 07/11/95 08/16/95 08/18/95
3. Raw Data Review 08/07-08/95 08/16/95 08/18/95
4. Raw Data Review 08/18/95 09/25/95 12/18/95

Gail L. Keller Date
Quality Assurance Officer
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GLP COMPLIANCE STATEMENT

CAL Study Number 002-151 “GOAL® 1.6E Field Residue Trials on Olives” was
performed in compliance with EPA Good Laboratory Practice Standards (40 CFR, Part
160; FR. 8/17/89) by Centre Analytical Laboratories, Inc.

Aoy 2hes | s/19/%

Shaozhi Zheng ' ‘Date
Principal Investigator
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QUALITY ASSURANCE STATEMENT

CAL Study Number 002-151 was reviewed by Centre Analytical Laboratories' Quality
Assurance Unit. All reviewed phases were reviewed for conduct according to Centre
Analytical Laboratories' Standard Operating Procedures, Study Protocol and all
applicable Good Laboratory Practice Standards. All findings were reported to the study
director and management.

Date Reported to Date Reported to
Principal Investigator Study Director and
Phase Date Inspected and CAL management  Sponsor management

1. Protocol Review 07/07/95 07/20/95 08/18/95

2. Extraction 07/07195 08/16/95 | 08/18/95

3. Raw Data Review 08/08/95 08/16/95 08/18/95

3. Raw Data Review 08/18/95 09/25/95 12/18/95
Doy XAl 3119]96

Gail L. Keller : Date

Quality Assurance Officer
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GLP COMPLIANCE STATEMENT

CAL Study Number 002-147 “GOAL® 1.6E Field Residue Trials on Pomegranates”
was performed in compliance with EPA Good Laboratory Practice Standards (40 CFR,
Part 160; FR. 8/17/89) by Centre Analytical Laboratories, Inc.

Shaooli zhi/vﬁj - 3/19/9¢
Shaozhi Zheng Date
Principal Investigator
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QUALITY ASSURANCE STATEMENT

CAL Study Number 002-147 was reviewed by Centre Analytical Laboratories' Quality
Assurance Unit. All reviewed phases were reviewed for conduct according to Centre
Analytical Laboratories' Standard Operating Procedures, Study Protocol and all
applicable Good Laboratory Practice Standards. All findings were reported to the study

director and management.
Date Reported to Date Reported to
Principal Investigator Study Director and
Phase Date Inspected and CAL management Sponsor management

1. Protoc_ol Review 07/10/95 07/20/95 08/18/95
2. Extraction 07/07/95 08/16/95 08/18/95
3. Raw Data Review 08/08/95 08/16/95 08/18/95
3. Raw Data Review 08/18/95 09/25/95 12/18/95

ot KoL 3117]19¢

Gail L. Keller Date
Quality Assurance Officer
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The GLP and QA statements that follow are for peach fortifications
which will be reported, as listed below:

TR # MRID # Protocol#  Crop
34-95-114 not yet assigned  34P-95-35A peach
as of study 34P-95-51A

completion
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GLP Compliance Statement '

We, the undersigned, hereby certify that the data contained in this raw data package for Rohm
& Haas Sub Protocol Number 34P-95-35A, "GOAL® 1.6E Field Residue Trials on Peaches,”
was generated in compliance with Good Laboratory Practice Standards (40 CFR Part 160)

applicable to analytical testing facilities.

)(‘L‘ﬂ:‘ﬂ“ W“ m C“ui}l-/b/w‘ "~y 94““6. s
Melinda Lalko, Residue Lal Supervisor [Date]
Principal Investigator

@\; )’5;29_ 04 Auq 95

Diana Price, Quality Assurance Supervisor [Date]

Norihid bty — O%Aun G5

Kathleen Lacey, Labogétory Director [Date)
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uality Assurance ment ]

This data package for Rohm & Haas Sub Protocol Number, 34P-85-35A, "GOAL® 1.6E Field
Residue Trials on Peaches,” has been reviewed by the Quality Assurance Unit of McKenzie
Laboratories, Inc. It has been found to accurately describe and/or identify the methods and
protocol followed in the conduct of the study. In addition, the Quality Assurance Unit conducted
the following inspections of this study and has submitted written reports of these inspections to
the Study Director, their management, and to the management of McKenzie Laboratories, Inc.

Date reported to:
Study Director McKenzie

Date Inspected Phase and Management Management

06 Jul 95 o Fortification 17 Jul 95* 12 Jul 95
» Extraction
o Partitioning
¢ Concentration.
¢ Protocol/Amendments
» Test System Receipt Documentation
¢ Analytical Reference Substance
Receipt Documentation
e Chain of Custody
¢ Study Notebook
e Training Files
o Standard Preparation Documentation

07 Jul 95 ¢ Column Clean-up 17 Jul 95* 12 Jul 95
o Centrifuge - _
¢ Equipment/instrument Use Logs
o Data Packages

04 Aug 95 e Data Package Review 04 Aug 95* 04 Aug 95
» Review of Study Package

* Date inspection report was sent to the Study Director.

e >SS D4 Aua 9

Diana L Price, Quality Assurance Supervisor [Date]
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GOAL® 1.6E Field Residue Trials on Peaches '
Protocol Number: 34P-95-51A

GLP Compliance Statement

We, the undersigned, hereby certify that the data contained in this report was generated in
compliance with Good Laboratory Practice Standards (40 CFR Part 160) applicable to
analytical testing facilities. All original raw data (or certified copies thereof) have been
provided to Rohm and Haas Company and copies (or facility-related originals) have been
retained at McKenzie Laboratories, Inc.

T e =52 2p 'S as
Diana Price, Quality Assurance Supervisor : [Date]
W l\aw@&u My C 1S Qe qs”
Melinda Lalko, Principal Investigator [Date]

Residue Laboratory Supervisor

’?\/HW\ i, E (D€ TS

Kathryn Koktavy [Date]
Residue Laboratory Manager

7 P /5 DECGS”
Kathleen Lacey, Labgratory Director ' [Date]
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Quality Assurance Statement . '

This data package for Sub Protocol Number: 34P-85-51A (Goal ® 1.6E Field Residue Trials on
Peaches), has been reviewed by the Quality Assurance Unit of McKenzie Laboratories, Inc. It
has been found to accurately describe and/or identify the methods and protocol followed in the
conduct of the study. In addition, the Quality Assurance Unit conducted the following
inspections of this study and has submitted written reports of these inspections to the Study
Director, their management, and to the management of McKenzie Laboratories, Inc.

Date reported to:
Study Director McKenzie

Date Inspected Phase and Management Management
21 Nov 95 * Fortification *11 Dec 95 . 07 Dec 95

» Extraction

* Partitioning

* Protocol/Amendments

* Study Notebook
22 Nov 85 » Training Files *11 Dec 95 07 Dec 95
28 Nov 95 * Column Clean-up *11 Dec 95 07 Dec 95

* Chain-of-Custody '

» Gas Chromatography

» Test System Receipt Documentation
29 Nov 95 * Maintenance Logs *11 Dec 95 07 Dec 95

 Equipment/Instrument Use Logs

* Date inspection report was sent to the Study Director/ Study Director Management.

e > > . _4ecds

Diana L Price, Quality Assurance Supervisor [Date}
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Appendix II

Representative Analytical Run (GC/ECD)
Representative Analytical Run (GC/MS)
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GC RUN SHEET
Date__1lzglas Compound___(70A¢L
Analyst_ Ou\i¢Swron . Data Reduction Meth
\ D § €l RawDamFile__ (2634

Analytical Method _T&3Y - 94| S0 Date Extracted -
Notebook Ref,__an2 146 . Date Inj )

Crop___Fifn ) :

Inj. | SID RAR No. Spl. | Sample | Samplc | Final Volwme | Forufication Notes
No | (pg/mL) No | Component | Weight (g) (mL) Level (ug)

! in.qos

2 |a.00

3 D. .}

4 lo. A

3 ad-0j42 por! Eye [ G0 | oo

6 0.05 |socn
7 AL
: Speh,
9 y v A,
10 |, o

Il |o.05

12 qu-0142 lopil £i¢n £.0 €.0 0.1 Sexf,
13 *]. - ] 1 <X &
14 0-2s

15 J 0.S
| 16 y J 100.0 | 2.5

17 |0 oS

18 {o0.08

9 | ngs

20 <

21 L

2 C——

23 Y,

24

25 \'\

26

NOTES: Cpmmples  Shoredin fveezar DA QAT TV Bvalyss. W g1 L0

Si
June 1995/1
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Data file: LasIn Type:  EINDQARD
O
Semple News: MA cal. Curve: 07/28/9§ QN
Date: 28 Jul 1985 16:22 Method: GOALVM - Analyst : JB N o
Intertace: 707 Cycles: 1 Charmelé: A =
N~
Instrument: VARIAN 3800, O
Column: KTX-200, 0.32um ID, 1.0um &f Column Length: 60 Neters
Start Temp-Time (deg-min): 218 € Ramp Nold (deg-min): 3 §g -
- 23
aa

Program Rate {deg/min): 10C BEnd Tise-Temp (deg-win): 3!: c-17
Prog Slope (8 or Linear): A Iny Port Tewp: 265°C. (-T\.\'Z_;,
Plowrste/Gas: 3.$ml/wnNR split Ratio: WA <\

°©
A\ et

Det 1-Type & Temp: BCD/300C Dot 2-Type & Temp: MA

Plot times: O to I0 minutes

Plot rsnge: §0 millivolts (-.13 wv offset)

'lllllfl’llﬁllllﬁlTlllllllllf

Ab.

GORAL

ILJlllllJl'LJlLlll_LlllIlillle

|}
” " apound o,
Time Mane Injected Aresa Height
13.36¢ GQAL 0.008 1.4608+00 1.3708+02
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Data file: L&Az Type: STAMDARD
Ssmple Mame: MA cal. Curve: 07/38/98
Date: 28 Jul 1995 16147 Wethod: GQALVE - Amalyst : JB

Interface: 707 Cycle#: 2 Channel®: A

Instrusent: VARLAN 3800,

Column: RTX-300, 0.33mm ID, 1.0um d&f Colusn Length: 60 Neters
scart Tewp-Time (deg-min): 318 € Ramp Nold (deg-min): 1
Program Rate (deg/min): 10C BRnd Time-Tewp (deg-min): 280 C-17
Prog Slope (# or Linear): KA Inj bozt Temp: 265
Flowrate/Gas: ).Sal/mnkR Split Ratio: MA

Det 1-Type & Temp: ECD/300C Det 2-Type & Temp: KA

Plot times: 0 to 30 ainutes
Plot range: $0 millivolts (-.12 wv offeet)

- 4
ol -
= -
- K= +P -
- 3l__—— JcoAL
—~ K- =P —
— -
[ .
- -
- -
L ] ]
» 1 Comp d rn
Time Rame Injected Area Height
.13 .37 GOAL 0.010 3.220B+00 3.“0'00‘2
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Data file: I136JA3 Type:  STAMDARD

Sample dNeme: WA Cal. Curve: 07/28/9S
Date: 28 Jul 1955 17:12 Nethod: GOALVE - Analyst : n,g

Interface: 707 Cycle#: 3 Channeld: A

Instrument: VARIAN 3500, )
Column: RTX-200, 0.32um ID, 1.0um daf Colusn Length: 60 Neterxe
start Temp-Time (deg-min): 218 C Ramp Mold (deg-min): 1
Frogrea Rate (deg/min): 30C End Time-Temp {(deg-min): 280 C-17
Prog Slope (# or Linsar): MA Inj Rort Temp: 268
Plowrate/Gas: 3.Sal/mmiE Split Ratio: WA

Det 1-Type & Temp: BCD/300C Dot 2-Typs & Temp: WA

Plot times: 0 to 30 minutas
Plot Tunge: $0 millivolts (-.13 wv offeet)

-
s
=T ]
T k- +P r
C JGoAL
n o ]
—~ K= =P —
[ 3 ]
ien cmpound rm
Time Neame Injected Area Height

13.3% QOAL 0.300 3.090Re01 3.8908+03
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Data file: LAGIM Type: SIAQARD

Sample Name: MA Cal. Cuxwve: 07/28/9%
Data: 28 Jul 1998 17137 fNethod: GAALVe © Analyst : JB

Interface: 707 Cycles: ¢ Channels: A

Instrument: VARIAN 3500,
Column: RTX-360, 0.32mm ID, 1.0um 4f  Column Length: 60 Neters
start Temp-Tima (deg-uin): 318 € Ramp Nold (deg-min): 1
ProgTem Rate (deg/min): 10C End Time-Temp (deg-min): 280 C-17
Prog Slope (8 or Linear): MA Inj Port Temp: 368
Plowreta/Gas: 3.Sal/mnNE split Ratio: MA

Det 1-Type & Temp: BCD/300C Dot 2-Type & Temp: WA

Plot timse: 0 to 30 minutes
Plot range: 80 milliwvolts (-.15 wv offeset)

- | :
- — -

N - -

[ ]

I._ K - +P -:

- -4

L JGORAL

[ | ]

f— l( - =P -

C .

C -

_ 3

- ]

r— -

L 1 ]

Retention Compound (]
Time Hane Injected Area Reight

13.37 GOAL 0.100 3.060B+01 2.5908+03
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000173

Data file: LI6JA10 Type:  EIANDARD
Sample Name: WA Cal. Curve: 07/28/9%
Date: 28 Jul 1998 20:08 Nethod: GOALVE - Analyst : ngy

Intextface: 707 Cycle#: 10 Channeld: A

Instrument: VARIAN 1800,

Column: RTX-200, 0.32wm ID, 1.0um df Column Length: 60 Neters
start Tewp-Time (deg-min): 21$ € Ramp Nold (deg-min): 3
Frogrem Rate {deg/min): 46C End Tise-Temp (deg-win): 380 C-17
Prog Slope (# or Linsar): MA Inj Port Temp: 26%

Plowrate/Gas: 13.5al/=nHE split Ratio: MA

Det 31-Type & Temp: BCD/300C Det 2-Type & Temp: MA

Plot times: O to 30 minutes
Plot range: §0 milliwolts (-.09¢ wv offset)
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Retention Compound ™

GOAL

lilllllllllLllllllllllllllLLLl

Tine Rame Injectead Axea Neight

13.37 GOAL 0.010 3.370B+00 2.760B+02
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000174

Data file: La&Jalnl Type: [TANDARD
Sample Meme: A Cal. Curve: 07/28/9§
Date: 28 Jul 1995 30:33 Nethod: GOALVE - analyst : ngv

Incextace: 707 Cycled: 11 Channelé: A

Instrument: VARIAN 3500,

Column: RTX-200, 0.33um ID, 1.0um 4f Column Length: 60 Reters
Start Temp-Time (deg-min): 215 C Remp MHold (deg-min);: 1
Progrea Rate (deg/min): 16C Bnod Time-Temp (deg~min): 250 C-17
Prog Slops (# or Linear): NA Inj Poxt Tewp: 265
Plowrate/Gas: 3.5al/mmnR aplit Ratio: MA

Dat 1-Type & Temp: BCD/306C Det 3-Type & Temp: MA

Plot timea: 0 to 30 minutes
Plot range: $0 uillivolts (-.14 wv offget)

L ¢ .

L ]

- -]

r- K- +P -

[ i GORAL
F ] — :

— K- =P —
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n ]

[ -

[ i

a2 3 '

R iom d M
Time Name Injected Area Beight

13.3¢ QOAL ¢.080 1.6808+01 1.3808+0)
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Data file: LI6JAL? Type:  EIAIKDARD

000175

Sample Name: MA cal. Curve:
Date: 38 Jul 1995 13:08 Nethod: GOALVE - Analyst : “’?
Intertace: 707 Cycle#: 17 Channeld: A

07/38/9S

Instrument: VARIAN 1500,

Colusn: RTX-200, ¢.J2am ID, 1.0um df Coluan Length: €0 Netare
Start Temp-Time (deg-min): 21$ C Ramp Mold (deg-min): 1
Progrem Rate (deg/min): 10C BEnd Tiwe-Temp (deg-min): 280 C-17
Prog Slope (8 or Linsar): WA Inj Poxt Temp: 26§
Flowrste/Gas: ).5al/unHB split Ratio: WA

Det 1-Type & Tewmp: ECD/300C Det 3-Type & Temp: WA

Plot times: 0 to 30 minutes
Plot runge: 50 millivolts (-.18 mv offset)

L |
T N
B o —
[ - +P
- E 3
C =
—~ K- -P
L
e
ion mpound ™
Time Hame Injected Ares Neight

I_Lll_lllllllllllIllllllljl'llll

GOAL

13.36 GOAL 0.00§

1.8408+00 1.3208+02
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000176

Data file: L36JA18 Type:  EIANDARD
Sample Mame: WA Cal. Curve: 07/18/9%
Date: 28 Jul 1995 23130 Nethod: GOALVE - Analyst : JB

Intexface: 707 Cycleé#: 18 Channels: A

Instrument: VARIAN 3800,
Column: RTX-200, 0.)2mm ID, 31.0um d&f Column Length: €0 Neters
start Temp-Time (deg-min): 2315 C Ramp Mold (deg-min): 3
Program Rate (deg/min): 106C Bnd Time-Temp (deg-min): 280 C-17
Prog Slope (8 or Linsar): MA Inj Port Tewp: 365
Plovrute/Gas: 3.Sal/wnNE Split Ratio: MA

Det 1-Type & Temp: BCD/300C Det 2-Type & Temp: MA

Plot times: 0 to 10 minutes
Plot yunge: $0 millivolts (-.185 mv offeet)
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C T JGoRAL
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on -p d rm
Time Name Injected Area Height

13.36 QOAL 0.080 1.5608+01 1.2908+03



TR 34 95111

000177

Data file: L2&JALS Type:  STAKDARD

Sample MName: WA Cal. Curve: 07/28/9%
Dats: 28 Jul 1995 2):88 Wethod: GOALVM * Analyst : JB

Intertace: 707 ) Cycle#: 19 Channel®: A

Instrument: VARIAN 3800,

Colymn: RTX-200, 0.32mm ID, 1.0um df Column Langth: €0 Netere
Start Tewp-Time (deg-min): 215 C Ramp Nold (deg-min): 1
Program Rate (deg/min): 10C Bnd Time-Temp (deg-min): 250 C-17
Prog Slope (# or Linear): MA Inj Port Temp: 26§
Plowruts/Gas: 3.Sal/anME split Ratio: WA

Dat 1-Type & Temp: BCD/200C Dot 2-Type & Temp: WA

Plot times: 0 to 30 minutes
Plot range: 60 millivoles (-.15 mv offset)

L ]
[ 7
- — 7
[ JGoAL
L - P 3
[ .
N ]
.
r -
C 3 .
Comp [ ]
Time Name Injected Avres Meight

13.26 QOAL 0.180 $.2708+01 4.3808+03
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000178

Daca file: L3&JA20 Type:  EIANDARD
Sample Bame: MA Cal. Curve: 07/28/95
Date: 32 Jul 1995 00:21 Slethod: GOALVE - Aoalyst : JB

Interface: 7907 Cycled: 20 Channeld: A

Instrument: VARIAN 3800,

Coluan: RTX-200, 0.32mm ID, 1.0um af Coluan Length: 60 Neters
Start Temp-Tims (deg-min): 315 C Remp Nold (deg-ein): 1
frogram Rate (deg/min): 10C BEnd Time-Temp (deg-min): 150 C-17
Prog Slope (# or Linear): MA Inj Porc Temp: 368
Flowrate/Gas: 3.5al/mniE split Ratio: WA

Det 1-Type & Temp: BCD/200C Det 2-Type & Temp: MA

Plot timas: 0 to IV minutes
Plot xange: $0 millivolts (-.16 mwv offset)
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Tiwe Name Injected Area Reight

13.2¢ GOAL 0.180 $.250R+01 4.6408+03
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6T GOAL CALIBRATION CURVE
@7/28/85
.B@=?5.758 B1=18@35 B2=72849

.2

Concentrations in report are calculated from equation:
HEIGHT = BO + B1(UG/ML) + B2(UG/ML)"2
obtained by least-squares fit of standard injection data.
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Data file: L26TAS
Nethod file: GOALVE

Type: AMRLE.

000180

RAR mmber: $4-0142
Sample Mo: 001
Component: P16

Sample Mame: WA
Date: 28 Jul 1995 18:02 Bethod: GOALVM

Incertace: 707 Cycle#: §

Cal. Curve: 07/28/95
Analyst : JB
Channel®: A

Instrusent: VARIAN 3300,

Column: RTX-300, 0.32wm 1D, 1.0um 4f Column Length: 60  Netarxw

Start Temp-Tiwe (deg-nin): 2185 C

Ramp Mald (deg-min): 1

Progrea Rate {deg/min): 10C Bod Time-Temp (deg-min): 250 C-17
Prog Slope (0 or Linear): WA inj Port Tewp: 268

Flowrate/Gas: ).Sal/snNE Split Ratio: MA
Det 1-Type & Temp: ED/300C

Dot 2-Type & Temp: MA

Plot times: 0 to 30 uinutes
Plot reange: $0 milliwvolts (-.13 mv offset)

{
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GORAL

lll'llll'lllllllll

8
Ret. Compound Poak Poak Volume Samp
Time Name Area Beight (ml) ",
13.37 GOAL 0.0008+00  .000B+00 $.00 §.00
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Data file: LI6JAS
Nethod file: GQALVE

Type: EORIIFICATION

000181

RAR mmber: 94-0142
Sample Mo: 001
Component: FIo

Sample Name: MA
Date: 30 Jul 1995 18:27 Nathod: GOALVE
Incerface: 707 Cycled: 6

cal. Curve: 07/20/9%
Analyst : JB
Channelé$: A

Instxument: VARIAN 1800,

Column: RTX-200, 0.22mm ID, 1.0um df Coluan Length: 60 Beters

start Temp-Time (deg-min): 315 C

Ramp Mold {deg-min): 1

Progras Rate (deg/min}: 10C Bnd Time-Tewp (deg-min): 280 C-317

Prog Slope (# or Linsar): MA Inj Pozt Temp:
Plowrate/Ges: 3.Sal/snNE Split Ratio: WA
Det 1-Type & Temp: BCD/300C

Dat 2-Type & Temp: MA

Plot times: O to 30 minutes
Plot runge: $0 millivolts (-.17 wmv offset)
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Ret . Compound Peak Poak vVolume Samp . ug
Tine Name Area Height (ml) w. Added
13.37 GOAL 2.3708B+00 .2498402 5.00 $.00 0.080
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Dats file: L3G&JA? RAR mumber: $4-0143

Wethod file: GQALVE Ssmple Mo: 001

Typs: EORIIFICATION Component: FIG

Sample Name: WA cal. Curve: 07/20/98
Date: 20 Jul 1995 18:852 Nethod: GOALVE Analyst : JB

Intexface: 707 Cycled: 7 . Channel#: A

Instrument: VARIAN 3800,

Column: RTX-3200, 0.32mm ID, 1.0um df Colusn Length: 60 Betars
Start Temp-Time (deg-min): 315 C Ramp Nold (deg-min): 1
Progres Rate (deg/min): 10C Bnd Time-Tewp (deg-min): 280 C-17
Pzog Slope (# or Linear): WA Inj Poxt Temp: 268
Flowrate/Gas: }.5al/anis split Ratic: MA

Det 1-Type & Temp: BCD/300C Det 2-Typs & Temp: MA

Plot times: 0 to 30 minutes
Plot range: 60 millivoles (-.12 wmv offset)

{

T ———

i

GOAL

IllllT‘lrI"llll'lll'll‘llIIFIY_
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Ret. Compound Poak Paak Volume Samp . ug
Axrea Height (uml) w. Added

13.2¢ QGOAL 2.990R+00 +2468+03 $.00 $.00 0.080
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000183

Data file: L26JA8 RAR maumber: 94-0142
Nethod file: GOALVE Sample Mo: 001
Type: EORIIFICATION Cowpanent: FIG

Ssmple Name: WA Cal. Qurwve: 07/20/98
Date: 38 Jul 1995 18:18 Nethod: GOALVE Analyst : Jl'gj
Intexface: 707 Cycle#: & Channel®: A

Instrusent : VARIAM 3E00,

Column: RIX-300, 0.33um ID, 1.0um &f Column Length: 60  Neters
Start Temp-Time (deg-min): 218 € Ramp Hold (deg-min): 1
Progrem Rate (deg/win): 30C End Time-Temp (deg-min): 280 C-17
Prog Slope (8 or Linear): WA Inj Port Temp: 268
Flowrate/Gas: 3.Sal/mnME split Ratio: MA

Det 1-Type & Temp: ECD/300C Det 2-Type & Temp: MA

Plot times: 0 to 30 minutes
Plot range: 50 millivelte (-.14 mv offeet)

1N

GOAL

'lllllllfll'll]’['lllllll1‘l’[‘llllﬁ
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€. Compound Poak Poak Volume sSamp . g
Time Mawe Area Meight (ml) w. Added

13.37 GOAL 2.9208+00 -3418+0) 5.00 $.00 0.080
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000184

Data file: LI&IAY RAR mumber: 94-0142

Nethod file: QOALVe Sample Mo: 001

TYPe: RORIIFICATION Component: FIG

Sample Mame: MA cal. Curve: 07/28/98
Dats: 28 Jul 1995 19:43 Nethod: GOALVE Analyst : "'4’

Interface: 707 Cycled: Channelé: A

Instrument: VARIAR 3500,

Column: RTX-200, ¢.)3mm ID, 1.0um df Column Length: 60  Neters
sScart Tewp-Time (deg-min): 216 C Ramp Hold (deg-min): 1
Progran Rate (deg/min): 10C End Time-Temp (deg-min): 250 C-17
Frog Slope (# or Linear): WA inj Poxt Temp: 368
Flowrate/Gas: 1.Sal/wniE Split Ratio: WA

Det 1-Type & Temp: BCD/300C Det 2-Type & Temp: MA

Plot times: 0 to 30 minutes
Plot range: 50 millivolts (-.15 mv offset)
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Ret. Compound Poak Poak Volume Samp ., ug
Time Name Ares Neight (ml) wr. Added

313.37 QGOAL 2.7708+00 -2248+03 $.00 $.00 0.080
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000185

bata file: La&JA12 . RAR mumber: 94-0142

Bethod file: GOALVE X Sample Mo: 001

Type: EORIIFICATION . Component: PIG

Sample Mame: WA Cal. Curve: 07/28/9%
Dats: 20 Jul 1995 20:59 Hethod: GOALVE Analyst : n‘g;

Interface: 707 cycled: 12 . Channels: A

Instrument: VARIAN 3800,
Column: RTX-200, 0.32wm ID, 1.0um df Column Length: 60 Neters
Scart Temp-Time (deg-min): 215 C Ramp Hold (deg-min): 1
Program Rate (deg/min): 10C Bnd Time-Temp (deg-uin): 280 C-17
Prog Slops (# or Linear): MA Inj Poxt Tewp: 268
Flowrate/Gas: 3.5al/wniE Split Ratio: MA

Det 1-Type & Temp: RCD/300C Det 2-Type & Temp: WA

Plot times: 0 to 30 minutes
Plot range: $0 uillivolts (-.095 mv offset)
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Ret. Compound Peak Poak Voluse Samp . ug
Ties Name Area Height =) we. Added

13.37 GOAL €.1408+00 -4990+03 $.00 $.00 0.300



TR 34 95111

Dats file: LIGJAId
Bethod file: GOALVE
Type: ESRIIFICATION

RAR mumber: 94-0142

Sample Mo:
Component :

001
¢ O

000186

Sample Name: MA

Cal. Curve: 07/38/98

Date: 28 Jul 1955 21:124 Method: GOALVE Analyst : a‘?
Intertace: 707 Cycle#: 13 Channeld: A
Instrument: VARIAN 3800,

Beters

Column: RTX-200. 0.32wm ID, 1.0um &f Coluan Length: 60

start Tewp-Tiwe (deg-uin): 215 €

Remp Mold (deg-min): 1

Program Rate (deg/min): 10C End Time-Temp (deg-uin): 250 C-17
Prog Slope (§ ox Linear): WA Inj Poxt Temp: 26S

Plowrate/Gas: 3.6al/unHE Split Ratio: MA
Det 1-Typs & Temp: BCD/300C

Det 2-Type & Temp: MA

Plot times: 0 to 30 minutea
Plot range: $0 millivolts (-.061 mv offeet)
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Ret. Compound Peak Poak Volume Samp ug
Time Mame Area Height {ml) wr. Added
13.37 GOAL $.7608400  .4038+0) $.00 $.00 0.100
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00C.87

Dats file: La&Jare RAR mmber: 9¢-0142
Wathod file: GOALVM ' sample Mo: 001
TYype: EORIIPICATION Component: 718

Sample Name: MA Cal. Qurve: 07/20/9%
Date: 26 Jul 1995 231:49 Nethod: GQOALVER Analyst : J'la
Interface: 707 Cycled: 14 Channel®: A

Instrument: VARIAM 3800,

Columm: RTX-200, 0.32wm ID, 1.0um df Column Length: 60 Ratere
Start Tewp-Time (deg-min): 218 € Ramp Nold (deg-min): 1
Program Rate (deg/min): 10C Bod Time-Temp (deg-ain): 260 C-17
Prog Slope (8 or Linear): WA Inj Port Temp: 265
Plowrate/Gas: 3.5ul/mmME Split Ratio: MA

Det 1-Type & Temp: ECD/300C Det 2-Type & Temp: MA

Plot timss: 0 to 20 winutas
Plot range: $0 millivolts (-.11 mv offeet)
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Ret. Compound Peak Peak Volume Samp . ug
Time Mams Area Meight (ml) we. Added

13.27 GOAL 1.440B+01 «118E+04 $.00 $.00 0.380
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Data file: LIeJA1s RAR mmber: 94-0143

Nethod file: GOALVE Semple MWo: 001

Type: POEIIFICATION Component: P10

Sample Mame: MA Cal. Curve: 07/28/9%6
Date: 28 Jul 198§ 22:18 Nethod: GOALVE Analyst : JB

Interface: 707 Cycled: 18 Channelé: A

Instyument: VARIAN 3§00,

Coluam: RTX-300, 0.22mm ID, 1.0um df Column Length: 60 Neters
Start Temp-Time (deg-min): 218 C Ramp Bold (deg-min): 3
Program Rate (deg/min): 10C End Time-Temp (deg-min): 280 C-17
Prog Slope (§ or Linsar): MA Inj Poxt Temp: 365
Flowrata/Gas: 3.Sal/wnHE Split Ratio: WA

Det 1-Type & Temp: EBCD/300C Det 2-Type & Temp: WA

Plot times: 0 to 30 minutes
Plot runge: 50 milliwolte (-.093 wv offeet)
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LLllllllllJIllllllllllLJll

£

Poak Poak Volume Saap . ug
Area Neight {ml) w. Added

]
g
i

13.37 QOAL 2.7608+01 +2328+04 $.00 $.00 0.500
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000189

Data file: LIGIAIS RAR mumber: $¢-0142

Nethod file: GOALVE Sample Mo: 001

Type: PORTIFICATION Component:  ¥I0

Ssmple Name: MA Cal. Curve: 07/28/98
Date: 28 Jul 1995 23:40 Wethod: GOALVE Analyst : n‘;,

Interface: 707 Cycle#: 16 Channeld: A

Instrument: VARIAN 3800,

Column: RIX-200, 0.)3wm ID, 1.0um df Colusm Length: 60 Retaxe
Start Temp-Time (degemin): 218 C Ramp Hold (deg-min): 1
Progzem Rate (deg/min): 10C Bnd Time-Temp (degemin): 280 C-17
Prog Slope (# or Linsar): MA Inj Port Temp: 2685
Plowrate/Ges: 3.65al/unNE split Ratio: WA

Dat 1-Type & Temp: ECD/300C Det 2-Type & Tewp: MA

Plot times: 0 to 10 midutes
Plot range: 50 milliwolts (-.15 mv offset)
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Ret. Compound Poak Peak Volume Samp . ug
Time Name Ares Height {wl) we. Added

13.26 GOAL §.0508+00 -5618+03 100 $.00 2.30
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-

Calibration Standards

07/28/9%
Concantration Peak
of GOAL Beight
0.150 4880.0
0.180 4640.0
0.1200 . 2890.0
0.300 38%0.0
0.080 1380.0
0.080 3390.0
0.030 266.0
0.010 27¢.0
0.008 137.0
0.008% 132.0

Least Squares Calibzmtion Bgquation
standard Curve Mumber 07/28/98

Height o 75.758 « 19035*(Ug/;M1) + 72899+ (Ug/ml) 2

94-0142 Portifications

000190

Pet.
Racov.
..
86.6
4.1
e0.6

.85
7.8
8.1
2.6

og/ml Pinal cControl ] rm
sample Peak QQOAL Volume CozT. QQAL GOAL
Mm. Comp. HNeight Pound (nl) {0g) Poumd Added
001 FIG 240.0 0.0080 $.00 0.00 o.o0088 0.010
001 FIO 246.0 0.0096¢6 $.00 0.00 0.00866 0.010
001 PFIG 261.0 0.00841 $.00 0.00 0.00842 0.010
001 FIG 234.0 0.00806 $.00 0.00 0.00806 0.010
001 rie 499.0 0.0206 $.00 0.00 0.0206 0.020
001 7IG 482.0 0.0199 $.00 0.00 0.0199 0.020
001 rIG 1190.0 0.0499 .00 0.00 ~ 0.0489 0.080
001 FIG 2320.0 0.0881 £.00 0.00 0.0881 0.100
001 rFIG $61.0 0.0234 100 0.00 0.488 0.500
$4-0142 Samples
ug/m Pinal ug Sample rm
Sample Poak GOAL Volume QGOAL Weight Recov  GOAL
. Comp. MNeight Pound n1) Pound (@) Pact. Pound
001 PIG ' 0.0 0.00 5.00 0.00 $.00 .00
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Date
Analvst

0n/9 /18

GC/MS RUN SHEET
Compound__(geal

Shaothy zhova

Instrument__Ge /M5 _# &

Analytical Method _JX 34 -94 -{3©

Data Reduction Method
Raw Data File

000191

NA

_A/OKS

Date Extracted__y % ~ 93

Notebook Ref, o2 —/6 S Date Injected __z /0 ~st0/9C
Crop ra eash ) Ry
The preceding tune(s) apply to the following analysis
Inj. STD RAR No. Spl. Sample Sampie Final Volume | Fortificanon Notes
No | (ug/mlL) No | Component | Weight(g) (mL) Level (ug)
Ern
2 0. l
5 | v.08
4 | o.028
5 94 -01] lopf | $rust 5 2.5 81K
6 i 0125 | <prA
! \ 025 | spk8
§ L 3 0.625 $KC
9 92-0lo0 | 00S Bl
10 0:125 | spkA
1! 0-25 | SPKB
12 [ v o4 4 ; 0-628| SpKc
13 wosh
4 | 0.025
51 o008
16 | 0.1
17 ] 0.5
18 \‘
19 \
20 L\
21 T~ 47
- (1/1%/a
23 [ I \
24 T —_
25 \1\
26

NOTES: Sc\mrks weXe Shored In freczer # 0A be-P'ft N\)‘Me—‘(-
<
‘2 [1gfrs

Signature_ Showozhi

¥ et M wal n o+ "
G4-011% ( peach « .;‘ H ,°(""°‘ urve. o
QZ-OIOO(gmpe b’”"“’?j‘ql% 12808

heng
J

November 1995/1
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7

- - TTErorisé Dynamic larget Tune -~
¢ Fyne s 00132
Thu Nov 09 10:41:22 1995 C:\HPCHEM\1\S972\TARGET.U
Mass 69.05|{ Mass 219.05| Mass 502.05 “1
ab 862840 Ab 976943 | Ab 7741| EMVolts 1965 AmuGain 544
Pw50 0.56 | Pw50 0.55| PwS0 0.57| Xray 34.2 AmuOffs 91
Emission 50.0 219wWid 0.001
MS Temp 175 TTI . OFF
Vvacuum 110 DC Pol NEG
Samples 8 Repeller 29.90
Averages 3 IonFocus 74.0
StepSize 0.10 EntLens 0.00
MassGain 142 EntOffs VAR
MassOffs 13 Filament 2
PFTBA OPEN
; W\
T T [ T T T
66 71 216 221 500 505
Scan: 10.00 - 700.00 Samples: 8 Thresh: 100 Step: 0.10
300 peaks Base: 218.95 Abundance: 840448
100 .
80 4
60 ]
40 4
20
0 L i_‘ nl 'll' AL " 1
[ T T 1T T T
100 200 300 400 S00 600 700
Mass Abund Rel Abund Iso Mass Iso Abund Iso Ratio
65.00 773760 100.00 70.00 8631 1.12
218.95 840448 108.62 219.95 37408 4.45
501.95 6749 0.87 502.95 737 10.92
TARGET MASS: 69 131 219 502
DYNAMIC ENT OFFSET: 7.0 10.3 14.6 10.3
TARGET ABUND (%) : 100.0 74.0 115.0 0.9
ACTUAL TUNE ABUND(%) : 100.0 77.6 108.6 0.9
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TR 34 95 111

000154

Goal
Response
6.00e+004 _

5.00e+004_

.00e+004

w»

3.00e+004—

2.00e+004_ -

r

1.00e+004_—

)

0 ' i i S o

0 200 400
Amount

Response = 1.26e+002 * Amt - 1.44e+003
Corr Coef = 0.999 Curve Fit: Linear

Method Name: C:\HPCHEM\1\METHODS\GOALl.M
Calibration Table Last Updated: Fri Nov 10 08:35:09 1995



TR 34 95 111 File : C:\HPCHEM\1\DATA\NOS8S1.D
Operator : Sz 000195
Acquired : 9 Nov 95 5:35 pm using AcqMethod GOALl
Instrument : GC/MS # 4
Sample Name: std 0.5ug/ml
Misc Info : C103195-2
Vial Number: 1

Abundance - TIC: NOB®SI.D

35000

Goal

30000
25000
20000
15000
10000

5000

0 C e e
Time--> 16.00 18.00 20.00 22.00 24.00

s Instrumentation: Hewlett-Psckard model $890 Scrics 11 Gas
Chromatograph/model 5972 mass selective detector
Column: Rix-50, (0.25 mm i.d. x 30 m. 0.3 um film thickness
Oven Temperatre: 1Hold at 100°C for 2 min..
then 100 10 270°C at 10°C/min.. then hold {5 min.

Injector Temperature: 280°C

Detector Tempersture: 300°C

Carvier Gas: Helium

Carrier Gas Flow Rate: 2.18 mUmin.
Head Pressure: 20 Psi

Injection Mode: Splitless

Injection Liner: Siisnized Single Taper
tnjector Purge Delay: 1.0 min.

Septum Purge: 2 mUmin.

. Injection Volume: 2 ul
lonization Potential: 70 eV
Ebectyon Muliiplier Voltage: 1900 to 23i8 V
Dweil Time: 100 msec

no

vPoesgmrergeona

Inite’s 5%
Date__Jl [1T[95
leﬂﬂ&hm&\l




TR 34 95 111 Calibration Last Updated: Wed Nov 08 08:34:49 1995 000139¢
Quantitation Report - Detailed

Information from Data File:

File : C:\HPCHEM\1\DATA\NO08S1.D
Operator : 82
Acquired : 9 Nov 95 5:35 pm using AcgMethod GOAL1l

Sample Name: std 0.5ug/ml

Misc Info : C103195-2

Vial Number: 1

CurrentMeth: C:\HPCHEM\1\METHODS\GOALl.M

Quantitation Settings:

Reference Peak Window: 10.00 Percent
Non-Reference Peak Window: 5.00 Percent
Correlation Window: 0.02 Minutes
Default Multiplier: 1.00
Default Sample Concentration: ~0.00
Peak Type Decoding: * -> Time Reference Peak
m -> Manually re-integrated

00X -> Compound references ISTD X

Number of Compounds in Database: 1

Time Reference Peaks:

Compound Expected RT Actual RT

C:\HPCHEM\1\DATA\NOBS1.D Thu Nov 09 18:09:39 1995 _ Page 1




VUVLIY

TR 34 95 111 File : C:\HPCHEM\1\DATA\NOBS1.D
Operator : SZ ' .
Acquired : 9 Nov 95 5:35 pm using AcgMethod GOAL1l

sjample Name: std 0.5ug/ml

Misc Info : C103195-2

Vial Number: 1

CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1l.M

Compound : Goal

Ret Time: 19.65
Concentration: 682.50

Pk # and Type: 1 RTEINT used

19.47 19.96 | 19.47 19.96 = 19.47 19.96

0.993 Curve Fit: Linear

" "Target QI ~TMerged
Signal Ratios Limits RT Limits Resp Integ Type
Tgt| 252.00| 100.0% 19.65 19.22 95162| sys def
Ql 361.00 11.1 0.0- 22.0] 19.65 to 10593} sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.21 0| sys def
Q3 0.00I 0.0 0.0- 0.0 0.00 0| sys def
Goal
Response
1.00e+005 e @
|
O o . =
0 5.00e+002 1.00e+003
Amount ;
Response 1.49e+002 * Amt - 6.52e+003
|

Corr Coef

C:\HPCHEM\1\DATA\NO8S1.D Thu -Nov 09 18:09:48 1995 _ Page 2




TR 34 95 111

File
Operator
Acgquired
Instrument

Sample Name:

Misc Info

Vial Number:

C:\HPCHEM\1\DATA\N08S2.D

8z
9 Nov 95

6:13 pm using AcgMethod GOALl

GC/MS # 4
std 0.lug/ml

C103195-3
2

000298

Abundance

35000 .

30000

25000

20000

15000

10000

5000

TIC: NOBSZ.D

Goeal

Time-->

22.00

24.00




TR 34 95 111 Calibration Last Updated: Wed Nov 08 08:34:49 1995 000199
Quantitation Report - Detailed

Information from Data File:

File : C:\HPCHEM\1\DATA\NO08S2.D

Operator : 82

Acquired : 9 Nov 95 6:13 pm using AcgMethod GOAL1l
Sample Name: std 0.lug/ml

Misc Info : C103195-3

Vial Number: 2
CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1l.M

Quantitation Settings:

Reference Peak Window: 10.00 Percent
Non-Reference Peak Window: 5.00 Percent
Correlation Window: 0.02 Minutes
Default Multiplier: 1.00
Default Sample Concentration: " 0.00
Peak Type Decoding: * -> Time Reference Peak
m -> Manually re-integrated

00X -> Compound references ISTD X

Number of Compounds in Database: 1

Time Reference Peaks:

Compound Expected RT Actual RT

C:\HPCHEM\1\DATA\N08S2.D Thu Nov 09 18:47:51 1995 ) Page 1



TR 34 95 111

File : C:\HPCHEM\1\DATA\N0BS2.D

Operator sz -

Acquired 9 Nov 95 6:13 pm using AcgMethod GOAL1
jample Name: std 0.lug/ml

Misc Info : C103195-3

Vial Number: 2

000200

CurrentMeth: C:\HPCHEM\1\METHODS\GOALl.M

Compound: Goal

Ret Time: 19.65
Concentration: 119.45

Pk # and Type: 1 RTEINT used

—— mremes - ewe

!4y ~
s At ) @ B = e

ettt e\ i 1 e o
v 1 ————r——
— 19.46 15.96 19.46 15.96 19.46 19.96
Target QI Merged
Signal Ratios Limits RT Limits Resp Integ Type
Tgt| 252.00] 100.0% 19.65 19.22 11274| sys def|
Q1 361.00 11.5 0.0- 22.0| 19.65 to 1294 | sys def
Q2 0.00 0.0 0.0~ 0.0 0.00 20.21 0| sys def
Q3 0.00 0.0 0.0- 0.0 0.00 0| sys def
- -— i
Goal '
Response
&
/"/
1.00e+005.. _——
,-—"/
o
-
0 - i = T ; T
0 5.00e+002 1.00e+003
Amount
Response = 1.49e+002 * Amt - 6.52e+003
Corr Coef = 0.993 Curve Fit: Linear
C:\HPCHEM\1\DATA\NO8S2.D Thu Nov 09 18:48:01 1995 Page 2



TR 34 85111

File

Operator
Acquired
Instrument

Sample Name:

Misc Info

C:\HPCHEM\1\DATA\NO08S3.D

Vial Number: 3

Abundance’

35000
30000
25000
20000
15000
10000

5000

Time-->

: 8z . 0002031
: 9 Nov 95 6:51 pm using AcgMethod GOAL1
GC/MS # 4 ]
std 0.05ug/ml
C103195-4
- TICT NOBS3 D
g
o
J
v )
16.00 18.00 20.00 22.00 24.00



TR 34 95 111 Calibration Last Updated: Wed Nov 08 08:34:49 1995 000202
Quantitation Report - Detailed

Information from Data File:

File : C: \HPCHEM\I\DATA\NOBS3 D
Operator -} 4
Acquired : 9 Nov 85 6:51 pm using AcgMethod GOAL1l

Sample Name: std 0.0S5ug/ml

Misc Info : C103195-4

Vial Number: 3

CurrentMeth: C:\HPCHEM\1\METHODS\GOALl.M

Quantitation Settings:

Reference Peak Window: 10.00 Percent
Non-Reference Peak Window: 5.00 Percent

Correlation Window: 0.02 Minutes

Default Multiplier: 1.00

Default Sample Concentration: ~0.00 _

Peak Type Decoding: * -> Time Reference Peak

m -> Manually re-integrated
00X -> Compound references ISTD X

Tumber of Compounds in Database: 1

Time Reference Peaks:

Compound Expected RT Actual RT

C:\HPCHEM\1\DATA\N08S3.D Thu Nov 09 19:26:03 1995 ] Page 1




000203

. File : C:\HPCHEM\1\DATA\N08S3.D
TR 34 95 111 Operator : 82 ’ .
jcquired : 9 Nov 95 6:51 pm using AcgMethod GOAL1

sample Name: std 0.05ug/ml

Misc Info : Cl03195-4

Vial Number: 3

CurrentMeth: C:\HPCHEM\1\METHODS\GOALl.M

Compound: Goal
Ret Time-: 19.64
Concentration: 79.04
Pk # and Type: 1 RTEINT used

A e

DA ———————

|
- !
{
|

19.47 19.96 19.47 19.96 19.47 19.96

T "Target Q1 “Mérged

Signal Ratios Limits RT Limits Resp Integ Type
Tgt| 252.00| 100.0% 19.64 19.22 ©254] sys def|
Ql 361.00 12.6 0.0- 22.0/] 19.65 to 662| sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.21 0| sys def
Q3 0.00I 0.0 0.0- 0.0 0.00 0| sys def

Goal |

Response '

s

1.00e+005S !

i

i

0 ...@ i

0 5.00e+002 1.00e+003 |

Amount
Response 1.49%9e+002 * Amt - 6.52e+003 ’

Corr Coef 0.993 Curve Fit: Linear

C:\HPCHEM\1\DATA\NO8S3.D Thu Nov 09 19:26:12 1995 ) Page 2




File : C:\HPCHEM\1\DATA\N08S4.D
000204

_ Operator : B2 4
Acquired : 9 Nov 85 7:30 pm using AcqgMethod GOAL1
TR 34 95 111 Instrument : GC/MS §# 4 .

Sample Name: std 0.025ug/ml
Misc Info : C103185-5
Vial Number: 4

Abundance ] TIT: NUBSZ.D

35000
30000

25000

- Goad

20000

15000

10000

5000 ]

-

Time--»> 16.00 © 18.00 20!00  22.00 ~ 24.00




000205

TR 34 ,95 1411 Calibration Last Updated: Fri Nov 10 08:35:09 1995
- Quantitation Report - Detailed

Information from Data File:

File : C:\HPCHEM\1\DATA\N08S14.D
Operator : S2Z
Acquired : 10 Nov 95 1:52 am using AcgMethod GOAL1

Sample Name: std 0.025ug/ml

Misc Info : C103195-5

Vial Number: 14

CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1.M

Quantitation Settings:

Reference Peak Window: 10.00 Percent
Non-Reference Peak Window: 5.00 Percent
Correlation Window: 0.02 Minutes
Default Multiplier: 1.00
Default Sample Concentration: ©0.00
Peak Type Decoding: * -> Time Reference Peak
m -> Manually re-integrated

00X -> Compound references ISTD X

‘umber of Compounds in Database: 1

Time Reference Peaks:

Compound Expected RT Actual RT

C:\HPCHEM\1\DATA\NO08S14.D Fri Nov 10 09:07:42 1995 . Page 1



TR 34 95 111

File : C:\HPCHEM\1\DATA\N08S4.D
Operator sz D
Acquired 9 Nov 95 7:30 pm using AcgMethod GOAL1
jample Name: std 0.025ug/ml
Misc Info : C103195-5
Vial Number: 4
CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1.M
Compound : Goal
Ret Time: 19.65
Concentration: 30.45

Pk # and Type: 1

RTEINT used

000206

18 L G Ben iYW

Mﬂﬂﬁ%ﬁﬂudﬁﬁwﬁJ |
v i

19.40 19.90

19140 19.90 | 19.40 19.90

W\“JJ\MM H

— Target Q1 erge
Signal Ratios Limits RT Limits Resp Integ Type
Tgt| 252.00] 100.0% 19.65 19.16 2400] sys def
Q1 361.00 12.6 0.0- 22.0]| 19.65 to 303| sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.14 0| sys def
Q3 0.00 0.0 0.0- 0.0 0.00 0| sys def
Goal
Response
. G
5.00e+004.- -
|
o._® .
0 200 400
Amount
Response = 1.26e+002 * Amt - 1.44e+003
Corr Coef = 0.999 Curve Fit: Linear
D Fri Nov 10 09:06:51 1995 Page 2

C:\HPCHEM\1\DATA\NOBS4.



- File : C:\HPCHEM\1\DATA\NOBS5.D s
Operator : sz 066,07
TR .34 95 111 Acquired : 9 Nov 95 8:08 pm using AcgMethod GOAL1
Instrument : GC/MS # 4 .
Sample Name: 94-0117-001
Misc Info : blk SW=5g FV=2.5ml
Vial Number: 5

Abundance TIC: NR08S5.D

35000

30000

Goa|

25000

20000

15000

10000

5000

o . - ..
Time--> 16.00 18.00 20.00 22.00 24.00




TR 34 95 111

Calibration Last Updated: Fri Nov 10 08:35:09 1995 000508

Quantitation Report - Detailed

Information from Data File:

File
Operator
Acquired

Sample Name;

Misc Info

Vial Number:
CurrentMeth:

C:\HPCHEM\1\DATA\NOBS5.D
8z :
9 Nov 95 8:08 pm using AcgMethod GOAL1l
94-0117-001
blk SWe5g FV=2.5ml
S
C:\HPCHEM\1\METHODS\GOAL1 .M

Quantitation Settings:

Reference Peak Window: 10.00 Percent
Non-Reference Peak Window: 5.00 Percent
Correlation Window: 0.02 Minutes
Default Multiplier: 1.00
Default Sample Concentration: 0.00
Peak Type Decoding: * -> Time Reference Peak
m -> Manually re-integrated

00X -> Compound references ISTD X

Number of Compounds in Database: 1

Time Reference Peaks:

Compound Expected RT Actual RT

C:\HPCHEM\I\DATA\NOSSS.ﬁ Fri Nov 10 09:16:11 1995 _ Page 1

—- e -




000209

R 3 File : C:\HPCHEM\1\DATA\NO08SS5.D
Operator : 82 ' .
T 4 9 5 ll 1 dcquired : 9 Nov 95 8:08 pm using AcgMethod GOAL1l

.ample Name: 94-0117-001

Misc Info : blk SW=5g FV=2.5ml

Vial Number: 5

CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1l.M

Compound: Goal
Ret Time: 20.06
Concentration: 12.30
Pk # and Type: 1 RTEINT used

# Qualifiers Not Satisfied

PR
Tt 7);.'1

L Ay e

19.40 19.90 | 19.40 19.90 | 19.40 19.90

""" Target o)} ' Merged
Signal Ratios Limits RT Limits Resp Integ Type
Tgt | 252.00] 100.0% 20.06  19.16 110| sys def|
Q1 361.00 0.0 0.0- 22.0 0.00 to 0| sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.14 0| sys def
Q3 0.00‘ 0.0 0.0- 0.0 0.00 0| sys def
Goal ‘
Response I
5.00e+004
|
!
. .
0 @- —- _— i
0 200 400
Amount

Response = 1.26e+002 * Amt - 1.44e+003
Corr Coef = 0.999 Curve Fit: Linear

C:\HPCHEM\1\DATA\N08S5.D Fri Nov 10 09:16:19 1995 . Page 2




File : C:\HPCHEM\1\DATA\NO08S6.D

_ Operator ; 82z 616 A4
TR 34 95 111 Acquired : 9 Nov 95 8:46 pm using AcgMethod GOAL1l 000~1O
Instrument : GC/MS # 4 s .

Sample Name: 94-0117-001 .
Misc Info : spka SW=5g FV=2.5ml 0.025ppm
Vial Number: 6

Abundance TIC: NUBS6.D

35000 .

30000 .

Goal

25000
20000
15000

10000

5000 .

0 S ‘ —
Time--> 16.00 18.00 20.00 22.00 24 .00




000211

Calibration Last Updated: Fri Nov 10 08:35:09 1995

TR 34 95 111 Quantitation Report - Detailed
Information from Data File:
File : C:\HPCHEM\1\DATA\NOBS6.D
Operator : sz
Acquired : 9 Nov 85 8:46 pm using AcgMethod GOALl

Sample Name: 94-0117-001

Misc Info : spka SW=5g FV=2.5ml 0.025ppm
Vial Number: 6

CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1.M

Quantitation Settings:

Reference Peak Window: 10.00 Percent
Non-Reference Peak Window: 5.00 Percent
Correlation Window: 0.02 Minutes
Default Multiplier: -~ 1.00
Default Sample Concentration: 0.00
Peak Type Decoding: * -> Time Reference Peak
m -> Manually re-integrated

00X -> Compound references ISTD X

‘umber of Compounds in Database: 1

Time Reference Peaks:

Expected RT Actual RT

Compound

C:\HPCHEM\1\DATA\NOBS6.D Fri Nov 10 09:18:27 1995 _ Page 1




TR 34 95 111

File C:\HPCHEM\1\DATA\NO08S6.D s
Operator sz . 000~12
jAcquired 9 Nov 95 8:46 pm using AcgMethod GOAL1l
.ample Name: 94-0117-001
Misc Info : spka SWs=5g FV=2.5ml 0.025ppm
Vial Number: 6
CurrentMeth: C:\HPCHEM\1\METHODS\GOALl.M
Compound : Goal
Ret Time: 19.64
Concentration: 42.26
Pk # and Type: 1 RTEINT used
| i
1 !
! [
i
4 |
i
Leite, RN AP Y Y W
l\
P e e
. ey — _—
— 19.40 19.90 19.40 15.90 19.40 19.90
Target QL Merged
Signal Ratios Limits RT Limits Reap Integ Type
Tgt| 252.00] 100.0% 19.64 19.16 3890] sys def |
Q1 361.00 10.5 0.0- 22.0] 19.65 to 410| sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.14 0| sys def
Q3 0.00 0.0 0.0- 0.0 0.00 0| sys def
Goal
Response
: - cug
5.00e+004... T
. —
Z -//
0. @ .
0 200 400
Amount
Response = 1.26e+002 * Amt - 1.44e+003
Corr Coef = 0.999 Curve Fit: Linear
Fri Nov 10 09:18:35 1995 Page 2

C:\HPCHEM\1\DATA\N08S6.D



TR 34 95 111

File
Operator
Acquired
Instrument

Sample Name:

Misc Info

Vial Number:

: C:\HPCHEM\1\DATA\N0O8S7.D
: 82
9 Nov 95 9:24 pm using AcgMethod
GC/MS # 4 .
94-0117-001
spkb SW=5g FV=2.5ml 0.0Sppm
- .

GOAL1 000213

Abundarice

35000

30000

25000

20000

15000 .

10000

5000

TIT: NOBS7.D

Geu|

22.00 © 24.00




) Calibration Last Updated: Fri Nov 10 08:35:09 1995 e A
TR 34 95 111 Quantitation Report - Detailed - 00 iad

Information from Data File:

File : C:\HPCHEM\1\DATA\N08S7.D
Operator : sz :
Acquired : 9 Nov 95 9:24 pm using AcgMethod GOAL1l

Sample Name: 94-0117-001

Misc Info : spkb SW=5g FV=2.5ml 0.05ppm
Vial Number: 7

CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1l.M

Quantitation Settings:

Reference Peak Window: 10.00 Percent
Non-Reference Peak Window: 5.00 Percent
Correlation Window: 0.02 Minutes
Default Multiplier: 1.00
Default Sample Concentration: " 0.00 _
Peak Type Decoding: * -> Time Reference Peak
m -> Manually re-integrated

00X -> Compound references ISTD X

Tumber of Compounds in Database: 1

Time Reference Peaks:

Compound Expected RT Actual RT

C:\HPCHEM\ 1\DATA\NO8S7.D Fri Nov 10 09:19:34 1995 _ Page 1




006215

TR 34 95 111 rite : C:\HPCHEM\1\DATA\NO8S7.D
Operator : 82 ) .
jcquired : 9 Nov 95 9:24 pm using AcgMethod GOAL1l

;,ample Name: 94-0117-001

Misc Info : spkb SW=5g FV=2.5ml 0.0Sppm
Vial Number: 7

CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1l.M

Compound : Goal
Ret Time: 19.64
Concentration: 82.39
Pk # and Type: 1 RTEINT used

| T

19.40 19.90

3 1, Y TORRY '-
d-""i"'l "'""‘-‘i’lr "Hv i S

19.40 19.90 | 19.40 19.90

"7 Target QI Mexrged
Signal Ratios Limits RT Limits Resp Integ Type
Tgt| 252.00] 100.0% 19.64 19.16 8952 sys def
Q1 361.00 12.4 0.0- 22.0} 19.65 to 1110} sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.14 0| sys def
Q3 0.00 0.0 0.0- 0.0 0.00 0| sys def
Goal :
Response f
. :
5.00e+004
|
|
|
e
0. .
0 200 400
Amount
Response = 1.26e+002 * Amt - 1.44e+003

Corr Coef = 0.999 Curve Fit: Linear

C:\HPCHEM\1\DATA\N08S7.D Fri Nov 10 09:19:38 1995 _ Page 2



IR 34 95 111

File
Operator
Acquired
Instrument

Sample Name:

Misc Info

Vial Number:

: C:\HPCHEM\1\DATA\N08S8.D

8z

9 Nov 95 10:03 pm us;ng Achethod GOAL1

GC/MS # 4
94-0117-001

spkc SW=5g FV=2.5ml 0. 125ppm

8

000216

Abundance

35000
30000‘
25000{
20000
15000
10000

5000

TIC: NUBSE.D

Goa{

p———

0
Time-->

16.00

18.00

20.00

22.00

24.00




Calibration Last Updated: Fri Nov 10 08:35:09 1995 0060237
TR 34 95 111 Quantitation Report - Detailed

Information from Data File:

File : C:\HPCHEM\1\DATA\NO8S8.D
Operator : 82
Acquired : 9 Nov 95 10:03 pm using AcgMethod GOAL1l

Sample Name: 94-0117-001

Misc Info : spkc SW=5g FV=2.5ml 0.125ppm
Vial Number: 8

CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1.M

Quantitation Settings:

Reference Peak Window: 10.00 Percent
Non-Reference Peak Window: 5.00 Percent
Correlation Window: 0.02 Minutes
Default Multiplier: - 1.00
Default Sample Concentration: 0.00
Peak Type Decoding: * -> Time Reference Peak
m -> Manually re-integrated

00X -> Compound references ISTD X

Number of Compounds in Database: 1

Time Reference Peaks:

Expected RT Actual RT

Compound

C:\HPCHEM\1\DATA\N08S8.D Fri Nov 10 09:21:59 1995 _ Page 1



TR 34 95 11E:

le : C:\HPCHEM\1\DATA\NO8S8.D

erator : 82 .
Acquired 9 Nov 95 10:03 pm using AcgMethod GOALl
,ample Name: 94-0117-001
Misc Info spkc SW=5g FV=2.5ml 0.125ppm

Vial Number; 8
CurrentMeth: C:\HPCHEM\1\METHODS\GOALl .M

Compound: Goal

Ret Time: 19.64
Concentration: 255.18 :
Pk # and Type: 1 RTEINT used

000622

Lt — o .

19.40 19.90 | 19.40 19.90 | 19.40 19.90

Target (o) 8 exrge
Signal Ratios Limits RT Limits Resp Integ Type
Tgt| 252.00{ 100.0% 19.64 19.16 30752| sys def
Q1 361.00 11.3 0.0- 22.0]) 19.65 to 3485) sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.14 0| sys def
Q3 0.00 0.0 0.0- 0.0 0.00 0] sys def
Goal
Response
_ _ u |
. 5.00e+004._ .
- _ - f]
0 — o T 0
0 200 400
Amount :
Response = 1.26e+002 * Amt - 1.44e+003
Corr Coef = 0.999 Curve Fit: Linear
C:\HPCHEM\l\DATA\NOBSB.ﬁ Fri Nov 10 09:22:07 1995 Page 2




TR 34 95 111

File
Operator
Acquired
Instrument

Sample Name:

Misc Info

Vial Number:

C:\HPCHEM\1\DATA\N08S9.D
82
9 Nov 95 10:41 pm using AcgMethod GOAL1l
GC/MS # 4 .
92-0100-005 .
blk SW=5g FV=2.5ml
9

0006219

Abundance

35000
30000
25000 .
20000
15000 °
10000

5000

TIC: NOBS9.D

Qoaf

o —
s e i o et

Time-->

16.00 18.00 20.00 ~ 22.00

24.00




006220

TR 34 95 111 Calibration Last Updated: Fri Nov 10 08:35:09 1995
Quantitation Report - Detailed

Information from Data File:

File : C:\HPCHEM\1\DATA\NO8S9.D
Operator : 82 '
Acquired : 9 Nov 95 10:41 pm using AcgMethod GOAL1l

Sample Name: 92-0100-005

Misc Info : blk SW=5g FVs=2.5ml

Vial Number: 9

CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1l.M

Quantitation Settings:

Reference Peak Window: 10.00 Percent
Non-Reference Peak Window: 5.00 Percent
Correlation Window: 0.02 Minutes
Default Multiplier: -~ 1.00
Default Sample Concentration: 0.00
Peak Type Decoding: * -> Time Reference Peak
m -> Manually re-integrated

00X -> Compound references ISTD X

“umber of Compounds in Database: 1

Time Reference Peaks:
Expected RT Actual RT

C: \HPCHEM\1\DATA\N08S9 .D Fri Nov 10 09:30:34 1995 _ Page 1




TR 34 95 111

File C:\HPCHEM\1\DATA\N08SS.D 00022
-Operator 8z ' .
Acquired 9 Nov 95 10:41 pm using AcgMethod GOAL1l
,ample Name: 92-0100-005
Misc Info : blk SW=5g FV=2.5ml
Vial Number: 9
CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1.M
Compound: Goal
Ret Time: 19.37
Concentration: 12.33
Pk # and Type: 1 RTEINT used
# Qualifiers Not Satisfied
y_l' W h W
"y . A
S ) '“M 4 m )
i "”"MIWM . W MLNM
D e e e st L
19.40 19.90 | 19.40 19.90 | 19.40 19.90
Target QI Merged -
Signal Ratios Limits RT Limits Resp Integ Type
Tgt| 252.00} 100.0% 19.37 19.16 114} sys def |
Q1 361.00 0.0 0.0- 22.0 0.00 to 0} sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.14 0| sys def
Q3 0.00 0.0 0.0- 0.0 0.00 0| sys def
Goal
Response
: . : -0
5.00e+004._.
: -
."'/
0. _@- 3 Y - — - —_
0 200 400
' Amount
Response = 1.26e+002 * Amt - 1.44e+003
Corr Coef = 0.99% Curve Pit: Linear
C:\HPCHEM\1\DATA\NO08S9.D Fri Nov 10 09:30:43 1995 Page 2




File : C:\HPCHEM\1\DATA\N08S10.D

. Operator : 82
TR 34 95 111 Acquired : 9 Nov 95 11:19 pm using Achethod GOAL1 OOO 2
Instrument : GC/MS # 4 .

Sample Name: 92-0100-005 )
Misc Info : spka SW=5g FV-2 5ml 0. 025ppm
Vial Number: 10

Abundarmnce TIC: NOBSIU.D

! 35000 .

i ;

| 30000 .

: ) i

i - L

{25000 S

20000 .

15000 -

i ]

! 3

i 10000

! 5000 v
r ! ‘\ Y U, U A
R ; 0 - imb———— ——r — — —

Time--> 16.00 18.00 20.00 22.00 24.00




TR 34 95 111

Calibration Last Updated: Fri Nov 10 08:35:09 1995 00022

Quantitation Report - Detailed

Information
File
Operatcr
Acgquired

Sample Name:

Misc Info

Vial Number:
CurrentMeth:

from Data File:
C:\HPCHEM\1\DATA\NO08S10.D

52
9 Nov 95 11:19 pm using AcgMethod GOAL1l

92-0100-005 _

spka SW=5g FV=2.5ml 0.025ppm

10

C:\HPCHEM\1\METHODS\GOAL1 .M

Quantitation Settings:

Reference Peak Window: 10.00 Percent
Non-Reference Peak Window: 5.00 Percent
Correlation Window: 0.02 Minutes
Default Multiplier: - 1.00
Default Sample Concentration: 0.00
Peak Type Decoding: * -> Time Reference Peak
m -> Manually re-integrated

00X -> Compound references ISTD X

“umber of Compounds in Database: 1

Time Reference Peaks:

Compound

Expected RT Actual RT

C:\HPCHEM\1\DATA\N08S10.D Fri Nov 10 09:29:38 1995 ) Page 1



TR 34.95 111 rite
quired

.,ample Name:

Misc Info

Vial Number;

C:\HPCHEM\1\DATA\N08S10.D

52

92-0100-005

spka SW=5g FV=2.5ml 0.02Sppm

10

C:\HPCHEM\1\METHODS\GOAL1 .M

CurrentMeth:
Compound : Goal
Ret Time: 19.64

Concentration: 46.28
Pk # and Type: 1

RTEINT used

9 Nov 95 11:19 pm using Acqﬁeihod GOAL1

Y

000224

RS TACAVPN o WL et
— 19.40 19.90 | 19.40 19.90 | 19.40 19.90
Target QT Mexrged
Signal Ratios Limits RT Limits Resp Integ Type
Tgt| 252.00| 100.0% 19.64 19.16 4397| sys def
Q1 361.00 13.5 0.0~ 2.0} 19.64 to 592 sys def
Q2 0.00 0.0 0.0~ 0.0 0.00 20.14 0| sys def
Q3 0.00 0.0 0.0~ 0.0 0.00 0| sys def
g
Goal ;
Response i
}
: = I
5.00e+004 . P |
}
|
0= & P
o - |
0 200 400 ‘
Amount l
Response = 1.26e+002 * Amt - 1.44e+003 '
Corr Coef = 0.999 Curve Fit: Linear |
J
Fri Nov 10 09:29:46 1995 Page 2

C:\HPCHEM\1\DATA\NO08S10.D



TR 34 95 111

File : C:\HPCHEM\1\DATA\N08S11.D
Operator : &2 000225
Acquired : 9 Nov 95 11:57 pm using AcgMethod GOALl
Instrument GC/MS # 4 .
Sample. Name: 92-0100-005
Misc Info : spkb SW=5g FV=2.5ml 0.0Sppm
Vial Number: 11
Abutidance’ TIT: NUBSII.D
35000
30000 -~
d
©
3
25000
20000
15000
10000 v
X .
5000 '
S T I
16.00 i8.00 20.00 22.00 24.00




TR 34 95 111

Calibration Last Updated: Fri Nov 10 08:35:09 1995 000226

Quantitation Report - Detaijiled

Informacion
File
Operator
Acquired

Sample Name:

Misc Info

Vial Number:
CurrentMeth:

from Data File:
C:\HPCHEM\1\DATA\NO8S11.D
sz :
9 Nov 95 11:57 pm using AcgMethod GOAL1l
92-0100-005
spkb SW=5g FVx2.5ml 0.05ppm
11
C:\HPCHEM\1\METHODS\GOAL1 .M

Quantitation Settings:

Reference Peak Window: 10.00 Percent
Non-Reference Peak Window: 5.00 Percent
Correlation Window: 0.02 Minutes
Default Multiplier: 1.00
Default Sample Concentration: "~ 0.00 _
Peak Type Decoding: * -> Time Reference Peak
m -> Manually re-integrated

00X -> Compound references ISTD X

“lumber of Compounds in Database: 1

Time Reference Peaks:

Compound

Expected RT Actual RT

C:\HPCHEM\1\DATA\NOB8S11.D Fri Nov 10 09:31:38 1985 _ Page 1



TR 34 95 111 ,,, : C:\HPCHEM\1\DATA\NO8S11.D 00022

Operator : 82 .
dcquired : 9 Nov 95 11:57 pm using AcgMethod GOALl
jample Name: 92-0100-005

Misc Info : spkb SW=5g FV=2.5ml 0.05ppm

Vial Number: 11

CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1.M

Compound : Goal
Ret Time: 19.64
Concentration: 85.98
Pk # and Type: 1 RTEINT used

SATRAnt g e

!

.

L |
— . I I . AL GV S |

i :

19.40 19.90 | 19.40 19.90 : 19.40 19.90

T Target (o) Merged
Signal Ratios Limits RT Limits Resp Integ Type
Tgt| 252.00] 100.0% 19.64 19.16 9405| sys def |
Q1 361.00 11.5 0.0- 22.0| 19.65 to 1084 | sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.14 0| sys def
Q3 0.00 0.0 0.0- 0.0 0.00 0| sys def
—— e —
Goal !
Response i
d I
S.00e+004 |
®
0’ . -
0 200 400
Amount
Response = 1.26e+002 * Amt - 1.44e+003
Corr Coef = 0.999 Curve Fit: Linear

C:\HPCHEM\1\DATA\N08S11.D Fri Nov 10 09:31:42 1995 Page 2



File : C:\HPCHEM\1\DATA\NO8S12.D

. S Operator : B2 v
TR 34 95 111 Acquired : 10 Nov 95 12:35 am using AcgMethod GOAL1l 000328
Instrument : GC/MS # 4 .

Sample Name: 92-0100-005 .
Misc Info : spkc SW=Sg FV=2.5ml 0.125ppm

Vial Number: 12

Aburnidarnce TIT: NUOBSIZ.D
T
35000 ¢
30000 .
25000 °
v
20000
15000

10000

5000

Time--> 16.00 " 18.00 "~ 20.00 22.00 24.00




TR 34 95 111

Calibration Last Updated: Fri Nov 10 08:35:09 1995 000229

Quantitation Report - Detailed

Information
File
Operator
Acquired

Sample Name:

Misc Info

Vial Number:
CurrentMeth:

from Data File:
C:\HPCHEM\1\DATA\N08S12.D
sz
10 Nov 95 12:35 am using AcgMethod GOAL1l
92-0100-005
spkc SW=5g FV=2.5ml 0.125ppm
12
C:\HPCHEM\ 1\METHODS\GOAL1 .M

Quantitation Settings:

Reference Peak Window: 10.00 Percent
Non-Reference Peak Window: 5.00 Percent
Correlation Window: 0.02 Minutes
Default Multiplier: 1.00
Default Sample Concentration: ©0.00
Peak Type Decoding: * -> Time Reference Peak
m -> Manually re-integrated

00X -> Compound references ISTD X

Mlumber of Compounds in Database: 1

Time Reference Peaks:

Compound Expected RT Actual RT

C:\HPCHEM\1\DATA\N08S12.D Fri Nov 10 09:32:35 1995 ) Page 1




TR 34.95 111

File :

Operator :

dcgquired

jample Name:

Misc Info

Vial Number:

000,30

C:\HPCHEM\1\DATA\N08S12.D

sz D e
10 Nov 95 12:35 am using AcgMethod GOALl
92-0100-005

spkc SW=5g FV=2.5ml 0.125ppm

12

CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1l.M
Compound : Goal
Ret Time: 19.65
Concentration: 269.02
Pk # and Type: 1 RTEINT used

i D e et =l L A - i
— 19.40 19.90 | 19.40 19.90 | 19.40 19.90 |
—Target [0)8 Mexrged
Signal Ratios Limits RT Limits Resp Integ Type
Tgt| 252.00| 100.0% 19.65 19.16 32497 sys detf|
Q1 361.00 11.4 0.0- 22.0| 19.65 to 3689| sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.14 0| sys def
Q3 0.00 0.0 0.0- 0.0 0.00 0| sys def
Goal
Response
T 1
5.00e+004 .
P
0-- E - | — T T
0 200 400
Amount
Response = 1.26e+002 * Amt - 1.44e+003
Corr Coef = 0.99% Curve Fit: Linear
Fri Nov 10 09:32:44 1995 Page 2

C:\HPCHEM\l\DATA\NOBSlZ.b



File : C:\HPCHEM\1\DATA\NO08S13.D v
000::33

TR 34 9 Operator : 8Z
. 5 111 Acquired : 10 Nov 95 1:14 am using AcgMethod GOALl
Instrument : GC/MS # 4 .
Sample Name: wash
Misc Info : na
Vial Number: 13

Abuhdaiice TIT: NUBSI3.D

35000

Goa| -

30000 -
25000
26000
15000

10000

5000 v

O : . .
Time--> 16.00 18.00 20.00 22.00 24.00




R 3 i 4 . . . Clv..o
Calibration Last Updated: Fri Nov 10 08:35:09 1995
T 4 95 111 Quantitation Report - Detailed

Information from Data File:

File : C:\HPCHEM\1\DATA\NO8S13.D

Operator : 82

Acquired : 10 Nov 95 1:14 am using AcgMethod GOAL1l
Sample Name: wash

Misc Info : na

Vial Number: 13
CurrentMeth: C:\HPCHEM\1\METHODS\GOALl.M

Quantitation Settings:

Reference Peak Window: 10.00 Percent
Non-Reference Peak Window: 5.00 Percent
Correlation Window: 0.02 Minutes
Default Multiplier: . 1.00
Default Sample Concentration: ~0.00 )
Peak Type Decoding: * -> Time Reference Peak
m -> Manually re-integrated

00X -> Compound references ISTD X

‘lumber of Compounds in Database: 1

Time Reference Peaks:

Compound Expected RT Actual RT

C:\HPCHEM\1\DATA\N08S13.D Fri Nov 10 09:35:19 1995 Page 1




C:\HPCHEM\1\DATA\N08S13.D 000233

TR 34 95 111 opesator . s

3cquired : 10 Nov 95 1:14 am using AcheEhod GOAL1
,ample Name: wash
Misc Info : na

Vial Number: 13
CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1.M

Compound: Goal
Ret Time: 19.85
Concentration: 12.42
Pk # and Type: 1 RTEINT used

# Qualifiers Not Satisfied

g dyy e L
m zra!‘.'..;::",-,-'f -i“'-’-. iz _ ,
' o ety

SRR S YT B

19.40 19.90 19.40 19.90 | 19.40 19.50

Corr Coef 0.999 Curve Fit: Linear

‘Target QT Merged
Signal Ratios Limits RT Limits Resp Integ Type
Tgt| 252.00] 100.0% 19.85 19.16 125| sys def]|
Q1 361.00 0.0 0.0- 22.0 0.00 to 0| sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.14 0| sys def
Q3 0.00 0.0 0.0- 0.0 0.00 0| sys def
Goal
Response :
5.00e+004 !
i
i
0 o- |
0 200 400
Amount
Response 1.26e+002 * Amt - 1.44e+003
]
i

C:\HPCHEM\1\DATA\N08S13.D Fri Nov 10 09:35:27 1995 Page 2



- File : C:\HPCHEM\1\DATA\NOBS14.D ry
Operator : 82 OOO~34
TR 34 95 111 Acquired : 10 Nov 95 1:52 am using AcgMethod GOALl
Instrument : GC/MS # 4 .
Sample Name: std 0.025ug/ml .
Misc Info : C103195-5
Vial Number: 14

Abundance ; TIT: NUBSIZ.D

35000 .

30000 _

25000

Geal

20000 .
15000

10000 .

5000 ° v

0 = o — - — —
Time--> 16.00 18.00 20.00 22.00 24.00




000235

Calibration Last Updated: Fri Nov 10 08:35:09 1995

TR 34 95 111 Quantitation Report - Detajiled
Information from Data File:
File : C:\HPCHEM\1\DATA\NO8S4.D
Operator : 82
Acquired : 9 Nov 85 7:30 pm using AcgMethod GOAL1
Sample Name: std 0.025ug/ml
Misc Info : C103195-5

Vial Number: 4
CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1.M

Quantitation Settings:

Reference Peak Window: 10.00 Percent
Non-Reference Peak Window: 5.00 Percent
Correlation Window: 0.02 Minutes
Default Multiplier: 1.00
Default Sample Concentration: " 0.00
Peak Type Decoding: * -> Time Reference Peak
m -> Manually re-integrated

00X -> Compound references ISTD X

‘Tumber of Compounds in Database: 1

Time Reference Peaks:

Compound Expected RT Actual RT

C:\HPCHEM\1\DATA\N0B8S4.D Fri Nov 10 09:06:42 1995 . Page 1




"TR 34 95 111 rie

C:\HPCHEM\1\DATA\N08S14.D

Operator 8z : L.
Acquired 10 Nov S5 1:52 am using AcgMethod GOAL1l
sample Name: std 0.025ug/ml
Misc Info : C103195-5
Vial Number: 14
CurrentMeth: C:\HPCHEM\1\METHODS\GOALl.M

Compound: Goal

Ret Time: 19.64

Concentration: 30.97

Pk # and Type: 1 RTEINT used

i o b

19.40 15.90

C0C:1¢6

C:\HPCHEM\1\DATA\N08S14.D

_ 19.40 19.90 | 19.40 19.90
Target QI Merged
Signal Ratios Limits RT Limits Resp Integ Type
Tgt| 252.00| 100.0% 19.64 19.16 2465 sys def
Q1 361.00 13.3 0.0~ 2.0| 19.65 to 328| sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.14 0{ sys def
Q3 0.00 0.0 0.0- 0.0 0.00 0| sys def
Goal
Response
. 5.00e+004 - _
0 _-® z N ] : .
0 200 400
Amount
Response = 1.26e+002 * Amt - 1.44e+003
Corr Coef = 0.999 Curve Fit: Linear
Fri Nov 10 09:07:50 1995 Page 2



TR 34 95 111

File
Operator
Acquired
Instrument

: C:\HPCHEM\1\DATA\N0O8S15.D >
: 8z ("JCL“:P7
: 10 Nov 95 2:30 am using AcgMethod GOAL1

GC/MS # 4 .

Sample Name: std 0.05ug/ml

Misc Info

C103195-4

Vial Number: 15

Abundatice
35000
30000
25000'
20000
15000
10000

5000

0
Time-->

TIC: NUSS15.D

Goal

16.00 18.060 20.00 22.00 24.00




_ Calibration Last Updated: Wed Nov 08 08:34:49 1995 0002as
TR 34 95 111 Quantitation Report - Detailed

Information from Data File:

File : C:\HPCHEM\1\DATA\NO8S15.D
Operator : SZ :
Acquired : 10 Nov 95 2:30 am using AcgMethod GOAL1l

Sample Name: std 0.05ug/ml

Misc Info : C103195-4

Vial Number: 15

CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1l.M

Quantitation Settings:

Reference Peak Window: 10.00 Percent
Non-Reference Peak Window: 5.00 Percent
Correlation Window: 0.02 Minutes
Default Multiplier: 1.00
Default Sample Concentration: ©0.00 _
Peak Type Decoding: * -> Time Reference Peak
m -> Manually re-integrated

00X -> Compound references ISTD X

“lumber of Compounds in Database: 1

Time Reference Peaks:

Compound Expected RT Actual RT

C:\HPCHEM\1\DATA\N0BS15.D Fri Nov 10 03:04:37 1995 Page 1



000239

TR 34. 95 111 File : C:\HPCHEM\1\DATA\N08S15.D
Operator : BZ : .
icquired : 10 Nov 95 2:30 am using AcgMethod GOAL1l

,ample Name: std 0.05ug/ml
Misc Info : C103195-4
N Vial Number: 15
CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1.M

Corr Coef 0.993 Curve Fit: Linear

Compound : Goal
Ret Time: 19.64
Concentration: 73.95
Pk # and Type: 1 RTEINT used
1
St privtas b g ;
i
—_— e marpab e -lh;-L,-\l‘ P b .
19.47 19.96 | 19.47 19.96 | 19.47 19.96
Target QI Merged
Signal Ratios Limits RT Limits Resp Integ Type
Tgt| 252.00]| 100.0% 19.64 19.22 4496 sys def|
Q1 361.00 13.3 0.0- 22.0] 19.65 to 596 | sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.21 0| sys def
Q3 0.00 0.0 0.0~ 0.0 0.00 ‘0| sys def
e e s :
Goal !
Response i
5 i
I
1.00e+005 !
0o 5.00e+002 1.00e+003
Amount
Response 1.49e+002 * Amt - 6.52e+003 ’
|

C:\HPCHEM\1\DATA\N08S15.D Fri Nov 10 03:04:47 1995 Page 2



TR 34 95 111

C:\HPCHEM\I\DATA\NOBSIG.D

File :
Operator 82 v
Acquired : 10 Nov 95 3:08 am using AcgMethod GOAL1
Instrument GC/MS # 4 .
Sample Name: std 0.lug/ml .
Misc Info Cl103195-3
Vial Number: 16
Abundaniceé TIC: NOBSIE.D
35000 - 5
30000 . < ]
- °
. (-4
25000 . !
20000 i
15000 .
10000
v
5000 J
Time--> 16.00 18.00 20.00 22.00 24.00




.- . (16“9')
Calibration Last Updated: Wed Nov 08 08:34:49 1995 AQI
TR 34 95 111 Quantitation Report - Detaijiled

Information from Data File:

File : C:\HPCHEM\1\DATA\NO8S16.D
Operator : 82
Acquired : 10 Nov 95 3:08 am using AcgMethod GOAL1

Sample Name: std 0.lug/ml

Misc Info : C103195-3

Vial Number: 16

CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1l.M

Quantitation Settings:

Reference Peak Window: 10.00 Percent
Non-Reference Peak Window: 5.00 Percent

Correlation Window: 0.02 Minutes

Default Multiplier: 1.00

Default Sample Concentration: " 0.00 )

Peak Type Decoding: * -> Time Reference Peak

m -> Manually re-integrated
00X -> Compound references ISTD X

‘umber of Compounds in Database: 1

Time Reference Peaks:

Expected RT Actual RT

Compound

C:\HPCHEM\I\DATA\NOBSlG.b Fri Nov 10 03:42:53 1995 _ Page 1



TR 34 95_ 111 rile : C:\HPCHEM\1\DATA\N08S16.D

Operator : 82 .
dcquired : 10 Nov 95 3:08 am using AcgMethod GOAL1l

;ample Name: std 0.lug/ml

Misc Info : C103195-3

Vial Number: 16

CurrentMeth: C:\HPCHEM\1\METHODS\GOALl.M

Compound: Goal

Ret Time: 19.64
Concentration: 106.49

Pk # and Type: 1 RTEINT used

!
.
|

_ 19.47 19.97 | 19.47 19.97 | 19.47 19.97

—Target 031 Merged
Signal Ratios Limits RT Limits Resp Integ Type
Tgt| 252.00{ 100.0% 19.64 19.22 9344 | sys def
Q1 361.00 12.2 0.0- 22.0] 19.64 to 1138| sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.21 0| sys def
Q3 0.00 0.0 0.0- 0.0 0.00 0| sys def
1
Goal t
Response
. 0-
! : .
' 1.00e+005- LT
LT
0. = ® . . .
0o 5.00e+002 1.00e+003
Amount

! Response = 1.49e+002 * Amt - 6.52e+003
Corr Coef = 0.993 Curve Fit: Linear

L
C:\HPCHEM\I\DATA\NOSSIG.b Fri Nov 10 03:43:02 1995 _ Page 2



B File : C:\HPCHEM\1\DATA\N08S17.D
Operato; : 82 o5 3.4 hod 000243
Acquire : 10 Nov :46 am using AcgMethod GOALl
TR 34 95 111 Instrument : GC/MS # & .

Sample Name: std 0.Sug/ml
Misc Info : C103195-2
Vial Number: 17

Abundarice TIC:. NOBSI7.D

35000 :
‘i

30000 :

Gea

25000 é ; .
20000 i' i
15000
10000 é . !

5000 i

0

Time--»> 16.00 18.00 20.00 22.00 24.00




— . 006244
) Calibration Last Updated: Wed Nov 08 08:34:49 1995 R
TR 34 95 111 Quantitation Report - Detailed

Information from Data File:

File : C:\HPCHEM\1\DATA\NO8S17.D
Operator : BZ
Acquired : 10 Nov 95 3:46 am using AcgMethod GOALl

Sample Name: std 0.Sug/ml

Migc Info : C103195-2

Vial Number: 17

CurrentMeth: C:\HPCHEM\1\METHODS\GOALl.M

Quantitation Settings:

Reference Peak Window: 10.00 Percent
Non-Reference Peak Window: 5.00 Percent
Correlation Window: 0.02 Minutes
Default Multiplier: 1.00
Default Sample Concentration: © 0.00
Peak Type Decoding: * -> Time Reference Peak
m -> Manually re-integrated

00X -> Compound references ISTD X

“lumber of Compounds in Database: 1

Time Reference Peaks:

Compound Expected RT Actual RT

C:\HPCHEM\I\DATA\NOBSI?.b Fri Nov 10 04:21:03 1995 Page 1



TR 34 95 111

File

: C:\HPCHEM\1\DATA\N08S17.D .
Operator : BZ ) - 000‘\-45
ycquired : 10 Nov 95 3:46 am using AcgMethod GOAL1l
.,ample Name: std 0.5ug/ml -
Misc Info : C103195-2
Vial Number: 17
CurrentMeth: C:\HPCHEM\1\METHODS\GOALl.M
Compound : Goal
Ret Time: 19.65
Concentration: 458.40
Pk # and Type: 1 RTEINT used
: |
' i
i . i
J i |
! ¥ '
: i !
! j l
; J -
: ¥ l
| 19.46 19.96 | 19.46 19.96 | 19.46 19.96
— Target QI Merged
Signal Ratios Limits RT Limits Resp Integ Type
Tgt| 252.00] 100.0% 19.65 19.22 61774| sys def|
Q1 361.00 11.2 0.0- 22.0] 19.65 to 6923| sys def
Q2 0.00 0.0 0.0- 0.0 0.00 20.21 0| sys def
Q3 0.00 0.0 0.0~ 0.0 0.00 0| sys def
1
Goal
Response
0--
' 1.00e+005_. //
: ——*1
0. 2 — — . . - '
0 5.00e+002 1.00e+003
Amount
.
: : Response = 1.49e+002 * Amt - 6.52e+003
! Corr Coef = 0.993 Curve Fit: Linear
C:\HPCHEM\l\DATA\NOSSl7.b Fri Nov 10 04:21:10 1995 Page 2



TR 34 95111 | - 00024¢

CALSTUDYNO. _eD2 = (65
sponsoR proTocoL N0 _34P-3S =92 |

DAILY STANDARD INJECTIONS ARE COMPARED
) AGAINST THE CURRENT CALIBRATION FILE. THIS FILE
¢ IS GENERALLY BASED ON THE PREVIOUS RUN'S
' STANDARDS. THE CALIBRATION FILE IS UPDATED
BASED ON THE RUN’S STANDARD, AND SAMPLE
ANALYSES ARE QUANTITATED USING THE UPDATED
CALIBRATION FILE.

M ﬂ'"j ,/+/7‘



