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GLP Compliance Statement

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 CPR 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 direct?r 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.

ennis A. Martin
Study Director, Author~at:! comP~Y

.J.Lc..:_~~ Itll Ytl9t.
Stanley S. Stavinski Date
Sponsor
Rohm and Haas Company

~/1Ji/9,-~------{-,J~--
Qi an Zhang Date
Author
Rohm and Haas Company

..u~Iiiiidt:L....4~~~ f'.
Stanley S. Stavinski Date
Submitter / Applicant
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.

Date Date
Activity Conducted Reported1 QAll2

AdditioJW work for submitted reports
~
Protocol Review 7/10/95 8/18/95 rJ /'1JJ/95) CAL
Extraction 7/11/95 8/18/95 (8/16/95) CAL
Raw Data Review 8/7-8/95 8/18/95 (8/16/95) CAL
Raw Data Review 8/18/95 12/18/95 (9/25/95) CAL
~
Protocol Review 7/7/95 8/18/95 rJ /'1JJ/95) CAL
Extraction 7/7/95 8/18/95 (8/16/95) CAL
Raw Data Review 8/8/95 8/18/95 (8/16/95) CAL

"Raw Data Review 8/18/95 12/18/95 (9/25/95) CAL
Pomegranates
Protocol Review 7/10/95 8/18/95 rJ /20/95) CAL
Extraction 7/7/95 8/18/95(8/16/95) CAL
Raw Data Review 8/8/95 8/18/95 (8/16/95) CAL
Raw Data Review 8/18/95 12/18/95 (9/25/95) CAL

Peach report to be submitted
PA Trial

~ection, harvest 8/17/94 8/18/94 R&H
Fi d report audit 7/21/95 7/25/95 R&H
Analytical subprotocol review 6/7/95 6/7/95 R&H
Inspections, analysis 7/6,7/95 7/17/95 rJ /12/95) McK
Data audit, analysis 8/4/95 8/4/95 (8/4/95) McK

GA Trial
Field report audit 1/3(J/96 2/1/96 R&H
Inspections, analysis 11/21,22.28/95 12/11/95 (12/7/95) McK
Inspections, logs 11/29/95 12/11/95 (12/7/95) McK

Final report audit 4/1/96 4/1/96 R&H

Current study (34P-95-92)
protocol review 10/17/95 10/17/95 R&H
protocol review 11/01/95 12/18/95 (11/3(J/95) CAL
extraction 11/02/95 12/18/95 (11/3(J/95) CAL
extraction 11/09/95 12/18/95 (11/3(J/95) CAL
raw data review 12/06/95 2/CIl/96 (1/10/96) CAL

Final report audits 3/'1JJ/96 3/'1JJ/96 R&H
4/4/96 4/4/96 R&H
14/'J., Ill" /.4/u-/tfl, R&H

1 Dates in parentheses pertain to notification of ~i'~ ~"111t
contract laboratory management. H. E.Aller Date

2 CAL: Centre Analytical Laboratories QAOfficer
R&H= Rohm and Haas Company Rohm and Haas Company
McK= McKenzie Laboratories
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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 or 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. Inorder 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. Experimental Compound

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.

CI OCH2CH3

CFs \ )0 < > NOz

5. Chemicals. Supplies. Solutions

Chemicals and Supplies Supplier ..

Acetonitrile, HPLC Reagent J. T. Baker

Johnson & Johnson

}.T. Baker

Cotton, sterile and absorbent

Ethyl Ether, HPLC Reagent
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Ethyl Acetate, HPLC Reagent

Florisil, 60/100 mesh

J. T. Baker

Hexane, HPLC Reagent

Methanol, HPLC Reagent

J. T. Baker

J. T. Baker

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

Supelclean LC-Alumina-B SPE tubes

Fisher

Toluene, HPLC Reagent

Supelco
Catalog # 5-7085

J. T. Baker

Water, Milli-Q Millipore System

Solutions

Saturated sodium chloride aqueous solution

5/95 (vIv) ethyl ether/petroleum ether

30/70 (vIv) ethyl ether/petroleum ether

50/50 (vIv) ethyl ether/petroleum ether

40/60 (v/v) ethyl ether/petroleum ether

50/50 (vIv) ethyl acetate/hexane

5/95 (vIv) ethyl acetate/hexane

• Equivalent chemicals, equipment and instrumentation can be substituted, when shown to
be appropriate.
EM Science brand is recommended, for details see Section 10.
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6. Equipment

Buchner Funnel, porcelain

Chromatography Columns:
Glass 250 mm length, 16 mm I.D.

Centrifuge Bottles, 250 ml

Centrifuge

Filter Paper, Whatman #41

G10 Gyrotory Shaker

Pipets, glass disposable, 10 ml, 5 ml, 1 ml

Rotary Evaporator,
with dry ice trap

Round Bottom Flask (100, 250, 500 ml, 24/40 ST)

Test tubes, 40 ml12.0 mm I.D.

Separatory Funnels, 500 ml

Standard laboratory equipment, balance, beakers, etc.

Visiprep Solid Phase Extraction Vacuum Manifold
- 60 ml reservoirs
- adapter for sample reservoirs

Volumetric Flasks (100m!)

11

Supplier"

Coors

Ace Glass

Fisher

Beckman

Whatman

New Brunswick
Scientific

Fisher

Brinkman

Kimax, Pyrex

Kontes

Kimax, Pyrex

Supelco
Catalog # 5-7044

Pyrex

It Equivalent chemicals, equipment and instrumentation can be substituted, when shown to be
appropriate.
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7. Method

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 ITfor 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 nuttneat, pomegranate, soybean

Group IT: peanut hay, shell, vine

7.1 Flow Diagram

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

Group I &IT

+Acetonitrile Extraction

+Acetonitrile/Petroleum Ether Liquid/Liquid Partition

+Petroleum Ether/Acetonitrile/Water Liquid/Liquid Partition

Group I

t
Silica Gel Column

Group IT

t
Florisil Column

Basic Alumina Solid Phase Extraction

+GLC Quantitation
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7.2 Sample Processin&

All crop samples are finely and homogenously chopped in preparation for
sample extraction. Apple, artichoke, jig, 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.

7.3 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 ml24/40 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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7.4 LiquidlLiquid Partition

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 m1 separatory funnel containing the acetonitrile
extract. Add 10 ml of saturated NaCI solution and 200 m1 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 m124/ 40 ST round bottom flask. Add
another 100 ml petroleum ether to the 500 m1 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 m124/40 ST round
bottom flask. Evaporate gently to approximately 5 m1 of petroleum ether
by rotary evaporator at 40°C under diminished pressure. The sample
extract is then ready for the next step, column chromatography.

7.5 Column Chromatography

Group Ifollows the Silica Gel Open Column step. Group IIfollows the Florisil
Open Column step.

Silica Gel Open Column (Group I: apple. artichoke. avocado. cherry. fig.
grape. kiwi, olive. peach. peanut nutmeat. pomegranate. soybean)

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 J.D. glass column plugged with cotton with 20
ml of the activated silica gel. Top the column with 10-15 g (approx. 2-3 em
column high) of anhydrous granular sodium sulfate. Precondition the
column with 30 m1 of petroleum ether.

Add the 5 ml 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 m1 round bottom flask, transfer to the
column, and elute to the top of the silica gel bed. Add 20 m1 of 95/5 (v Iv)
petroleum ether / ethyl ether to the 500 m1 round bottom flask, transfer to
the column, and elute to the top of the silica gel bed. Discard allwashes
to this point.
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Elute the oxyfluorfen by adding 75 ml of 60/40 (v/v) petroleum
ether Iethyl ether to the 500 ml round bottom flask, transferring to the
column, and eluting to the top of the silica gel bed. Collect the eluate in a
250 ml241 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 Open Column (GroyP IT: peanut hay. shell. vine)

Activate the Florisil, mesh 60-100, by heating for 24 hours at 150°C.
Remove from the oven and store in tightylycapped jars in a desiccator.
Pack a 250 nun X 16 nun 1.0. glass column plugged with cotton with 20 ml
of the activated Florisil. Top the column with 10-15 g (approx. 2-3 em
column high) of anhydrous sodium sulfate. Precondition the column with
30 ml of petroleum ether.

Add the 5 ml 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 Iv)
petroleum ether Iethyl 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 Iv) petroleum
ether Iethyl 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.

7.6 Basic Alumina Solid Phase Extraction (SPE)

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
ml 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 nun 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 ml50:50 (vIv) 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 ml5:95 (vIv) ethyl acetate/hexane
solution.

8. Primax:ypetection Method: GClECD Ouantitation

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 ml 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 J.1g/ml-1.0 J.1g/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 Rtx-200: 0.32 mm 1.0., 60 m, 1.0 J.1film
Catalog # 15057

Guard Column: Restex deactivated, uncoated fused silica gel,S m,
0.53 mm 10.,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 J.1l

Temperatures: Injector 265°C
Detector 270°C
Column 215°C
Initial Hold 1.0 min

Final Temp Rate (Oe/min) Hold (min) Total Iime(min)

10.0 17.0 21.5

Electron Capture Detection: Attenuation
32

Range
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 Rtx-50: 0.32 mm 1.0., 60 m, 1.0 Jl film
Catalog #10557

Guard Column: Restex deactivated, uncoated fused silica gel, 5 m,
0.53 mm 10., 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: 1 J.1l

Temperatures: Injector 265°C
Detector 270°C

Column 215°C
Initial Hold 1.0 min

Final Temp Rate (Oe/min) Hold (min) Iotal Time (min)

25.0 33.0
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Electron Capture Detection: Attenuation
32

Range
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 Ouantitation

Standard solutions are prepared in the concentration range of 0.005 ug/rnl-
0.15 ug/rnl, 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 (mIl X Component Concentration (Ug/m!) = ppm
Sample Weight (g)

8.4 Fortification

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

[Ug/ml found X Final Sample Volume (ml)) X 100 = % Recovery
fortification (ug added)

Example (taken from analytical run in Appendix IT)

Data file: L26JA6
Peak Height: 249
Sample Weight: 5 g

Sample: 0.01 ppm fortification
Final Volume: 5 ml
ug added: 0.05 ug

ug/ml found= 0.0088 (calculated from curve, HEIGHT=BO + B1X + B2X2)
BO=75.758,B1=19035, B2=72899, HEIGHT=249
Substituting into the above equation:

[0.0088 X 51 X 100 = 88.0%
0.05
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9. Confirmat0O' Detection Method: GC/MS Ouantitation

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 ITGC; model 5972

mass selective detector

MS/Selected Ion Monitoring:
252 molecular weight ion
DweltTime: 100 msec
Ionization Potential: 70 eV
Electron Multiplier Voltage: 1900-2318 V

Column:

Oven Temps.:

Retention Time:
Injector Temp.;
Detector Temp.:
Carrier Gas /

Flow Rate:
Head Pressure:
Injection Mode:
Injection Liner:
Injection Purge

Delay:
Septum Purge:
Injection Volume:

10. Results

Rtx-50, 0.25 mm i.d. X 30 m, 0.5 JlID film thickness

Hold at 1000C for 2 min.
100o-270oC at 100C/min.
Hold for 15 min.
19.6 minutes
28QOC
3000C

Helium/2.18 ml/min.
20 psi
splitless
silanized single taper

1.0 min.
2ml/min.
2 J.1l

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/ECO, 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 LaO 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 1. This data was obtained
with GC/ECO 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 IT. This data was also
obtained with GC/ECO 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 1/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/ECO.
Individual recoveries ranged from 81% inpeanut 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 LaO 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 ITare shown in Figures 49-60. Figures 61-68 are
representative of the grape and soybean analyzed on the Rtx-SO
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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.

11. 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-Iabeled 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 m1 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 inoptimum 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) inCrop Commodities
with GC/MS Confirmatory Detection

Sponsor: Rohm and Haas Company
100 Independence Mall West, Philadelphia, PA, 19106-2399

Testing Laboratories:

Centre Analytical Laboratories, Inc.
3048 Research Drive, State College, PA 16801

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

Study Director:

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

Dennis A. Martin, B.S.

Study Protocol: 34P-95-92, "Method Validation- GC/MS Confirmatory
Detection inOxyfluorfen (Goal®) Crop Residue Analytical
Method, TR 34-94-150"

Principal Investigators:

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

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

Data Handling:

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:

• automatic collection and processing of chromatographic
data
• detection and integration of peaks for chromatographic
standards, samples and fortifications
• calculation and display of summary information for each
standard, sample and fortification run
• display results from reports on the Laserjet printer
.editing and insertion of the summary data into mM System
2000 data base

Report References:

Title ROhm and Haas TR No.
Rohm and Haas Company Response to EPA 34-95-74
CBTS May 12, 1994 Review of Residue
Chemistry Data Supporting the Petition For
Permanent Tolerances for Oxyfluorfen inPeanuts
PP# 3F04229/FAP# 3H5674
Oxyfluorfen Crop Residue Method 34-95-150

Oxyfluorfen Residues in Peanut
Nutmeat, Vine, Shell, and Hay

Oxyfluorfen Residues in Apple
Oxyfluorfen Residues in Avocado
Oxyfluorfen Residues in Fig
Oxyfluorfen Residues in Pomegranate
Oxyfluorfen Residues in Kiwi
Oxyfluorfen Residues in Olive
Oxyfluorfen Residues in Artichoke
Oxyfluorfen Residues inCherries

34-95-51

34-95-113
34-95-115
34-95-116
34-95-117
34-95-118
34-95-119
34-95-120
34-95-121

MRIPNo.
Appendix 4
in 42793300

Appendix 8
in 42793300
Appendix 9
in 42793300
43794001
43794002
43794003
43794004
43794005
43794006
43794007
43794008
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Oxyfluorfen Residues inPeach
Oxyfluorfen Residues inGrape
Oxyfluorfen Residues inNon-Dormant

Grape (non-Ce, trials); Supplemental
to TR 34-95-104

34-95-114
34-95-104
34-95-173

... 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

Rohm and Haas No: 060662
Rohm and Haas No: 061114
Rohm and Haas No: 062196
Rohm and Haas No: 062755
Rohm and Haas No: 063646
Rohm and Haas No: 064107

Reyiewed and Edited By: Juan Chen, Rohm and Haas Company
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Table 1. Apple Oxyfluorfen Fortification Summary 1

RARI Fortification
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 0.10 82.3--94-0130-001 0.10 89.7
94-0130-001 0.10 93.4
94-0152-001 0.10 40.22

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

1 All data reported in this table is taken from MRID 4379400l.
2 Value outside 2 x SD, therefore not included in statistics.
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Table 2. Artichoke Oxyfluorfen Fortification Summary1

RARI 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=ll 94.0
Standard Deviation 16.7

1All data reported in this table is taken from MRID 43794007.
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Table 3. Avocado Oxyfluorfen Fortification Summ~

RARI 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 71.7
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

1 All data reported in this table is taken from MRID 43794002.

00002'7
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Table 4. Cherry Oxyfluorfen Fortification Summary!

RARI 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 90.4
92-0042-002 0.10 101.0
92-0041-002 0.50 87.8
92-0042-002 0.50 93.6

Average n=ll 86.5
Standard Deviation 12.6

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

RARI Fortification
Sample No. Level, ppm % Recovery

94-0142-001 0.011 90.1
94-0142-001 0.01 88.0
94-0142-001 0.01 86.6
94-0142-001 0.01 84.1
94-0142-001 0.01 80.6
94-0142-001 0.02 103.0
94-0142-001 0.02 99.5
94-0142-001 0.05 97.8
94-0142-001 0.10 88.1
94-0142-001 0.11 98.5
94-0142-001 0.50 93.6
94-0142-001 0.51 88.8

Average n=12 91.6
Standard Deviation 6.9

1 This data is taken from MRID 43794003.
All other data collected under 34P-95-30A.
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Table 6. Grape Oxyfluorfen Fortification Summaryl

RARI Fortification
Variety Sample No. Level, ppm % Recovery

Thompson 93-0012-001 0.01 70.5
93-0012-001 0.01 71.8
93-0012-001 0.01 74.7
93-0012-001 0.011 90.7
93-0012-001 0.011 91.8
93-0012-001 0.011 85.6
93-0012-001 0.011 84.4
93-0012-001 0~05 76.8
93-0012-001 0.10 81.3
93-0012-001 0.11 78.1
93-0012-001 0.11 84.4
93-0012-001 0.11 78.1
93-0012-001 0.11 85.5
93-0012-001 0.50 83.6
93-0012-001 0.50 88.0
93-0012-001 0.51 87.8
93-0012-001 0.51 85.5
93-0012-001 0.51 91.1

Concord 92-0089-005 0.011 109.0
92-0089-005 0.011 95.8
92-0089-005 0.11 107.0
92-0089-005 0.11 77.0
92-0089-005 0.51 104.0
92-0089-005 0.51 108.0

Data continued on the next page.

1 This data is taken from Appendix 8 inMRID 42793300.
All other data on this page is taken from TR 34-95-104~under protocol 34P-95-65A,
MRID not available yet.
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Table 6. Grape Oxyfluorfen Fortification SUIl\Il1aI'yl
(continued)

RARI
Sample No.

Fortification
Level, ppm % RecoveryVariety

Concord 92-0089-005
92-0089-005

0.01 88.8
0.10 114.0

.0.01 81.0
0.01 86.7
0.01 69.6
0.02 88.0
0.02 96.0
0.10 106.0

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

Cabemet 92-0100-005

Niagra 92-0072-005

1All 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 SummaryI

RARI
Sample No.

Fortification
Level, ppm % Recovery

0.012

0.01
0.01
0.01
0.01
0.02
0.02
0.05
0.05
0.10
0.50
0.50

94-0146-001
94-0146-001
94-0146-001
94-0146-001
94-0146-001
94-0146-001
94-0146-001
94-0146-001
94-0146-001
94-0146-001
94-0146-001
94-0146-001

64
76.4
86.5
87.4
93.8
97.5
101.0
103.0 _
104.0
96.9
84.2
91.2

Average n=ll 929
Standard Deviation 8.7

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

RARI Fortification
Sample No. Level, ppm % Recovery

94-0172-001 0.011 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 82.4
94-0172-001 0.02 107.0
94-0172-001 0.02 106.0
94-0172-001 0.05 98.~
94-0172-001 0.10 74.5
94-0172-001 0.11 105.0
94-0172-001 0.50 91.6
94-0172-001 0.51 93.8

Average n=12 90.1
Standard Deviation 12.4

1 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 1

RARI 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 92.9
94-0117-001 0.012 1020
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

1All 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.
2 This data was not collected under the protocols noted above or reported
inTR 34-95-114. It was collected as an evaluation of the method.
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Table 10. Peanut Nutmeat Oxyfluorfen Fortification Summary

Fortification
Level, ppm

RARI
Sample No. % Recovery

0.011

0.011

0.013

0.013

0.013

0.013

0.011

0.023

0.023

0.023

0.023

0.053

0.13

0.11

0.11

0.5 3

0.51

0.51

115.0
131.02

79.0
86.0
96.3
84.8
105.0
102.0 -
95.5
79.5
84.5
113.0
76.4
70.1
80.6
90.6
99.4
86.6

93-0142-005
93-0142-005
93-0142-005
93-0142-005
93-0142-005
93-0142-005
94-0176-010
93-0142-005
93-0142-005
93-0142-005
93-0142-005
93-0142-005
93-0142-005
93-0157-004
94-0176-010
93-0142-005
93-0157-004
94-0176-010

Average n=17 90.8
Standard Deoiation 12.9

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

RARI Fortification
Sample No. Level, ppm % Recovery

94-0143-001 0.011 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 0.11 100.0
94-0143-001 0.50 104.0
94-0143-001 0.51 84.0

Average n=12 91.3
Standard Deviation 13.0

1 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

Fortification
Level, ppm

RARI
Sample No. % Recovery

92-0107-014
92-0107-014
94-0136-001
94-0136-001
92-0107-014
92-0107-014
94-0136-001
94-0136-001
92-0107-014
92-0107-014
94-0136-001
94-0136-001

0.01
0.01
0.01
O.Ol
0.10
0.10
0.10
0.10
0.50
0.50
0.50
0.50

108.0
119.0
119.0
108.0
98.5
100.0
86.3
106.0
121.0
108.0
91.6
93.2

Average n=12 104.9
Standard Deviation 11.3

1This data is taken from Appendix 8 inMRID 42793300.
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Table 13. Peanut Hay Oxyfluorfen Fortification Summary

RARI Fortification
Sample No. Level, ppm % Recovery

93-0142-003 0.021 87.4
93-0142-003 0.022 97.5
93-0142-003 0.022 96.5
93-0157-002 0.021 111.0
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 0.11 82.0
93-0157-002 0.51 78.0

Average n=10 92.2
Standard Deviation 10.2

1Data reported taken from Appendix 9 inMRID 42793300.
2 Data reported taken from Appendix 4 inMRID 42793300.
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Table 14. Peanut Shell Oxyfluorfen Fortification Summary

RARI Fortification
Sample No. Level, ppm % Recovery

93-0142-005 0.021 102.0
93-0142-005 0.023 98.5
93-0157-004 0.021 65.52

93-0157-004 0.023 89.5
93-0157-004 0.053 95.2
93-0142-005 0.023 94.5
93-0142-005 0.053 98.0
93-0142-005 0.053 94.0
93-0142-005 0.11 89.6
93-0157-004 0.13 86.4
93-0157-004 0.51 105.0

Average n=10 95.3
Standard Deviation 5.8

1Data reported taken from Appendix 9 inMRID 42793300.
2 Value outside 2 x SD, therefore not included in statistics.
3 Data reported taken from Appendix 4 in MRID 42793300.

-- ------
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Table 15. Peanut Vine Oxyfluorfen Fortification Summary

RARI Fortification
Sample No. Level, ppm % Recovery

93-0142-001 0.022 87.5
93-0142-001 0.022 82.5
93-0142-001 0.021 82.1
93-0142-001 0.021 87.6
93-0142-001 0.052 87.4
93-0142-001 0.052 95.2
93-0142-001 0.052 98.0
93-0142-001 0.11 73.2
93-0142-001 0.11 64.6
93-0142-001 0.51 68.2
93-0142-001 0.51 74.0

Average n=ll 81.8
Standard Deviation 10.8

1Data reported taken from Appendix 9 in MRID 42793300.
2 Data reported taken from Appendix 4 inMRID 42793300.
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Table 16. Grape Oxyfluorfen Fortification Summary 1

Rtx·50 Confirmatory Column
RARI

Sample No.
Fortification
Level, ppm % RecoveryVariety

Thompson 93-0012-001
93-0012-001
93-0012-001
93-0012-001
93-0012-001
93-0012-001

Concord 92-0089-005
92-0089-005
92-0089-005
92-0089-005
92-0089-005
92-0089-005

0.01
0.01
0.10
0.10
0.50
0.50
0.01
0.01
0.10
0.10
0.50
0.50

100.0
77.9
75.3
97.3
101.0
95.2
92.5
84.2
97.8
83.9
110.0
96.5

Average n=12 92.6
Standard Deviation 10.3

1 This data is taken from Appendix 8 inMRID 42793300.
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Table 17. Soybean Oxyfluorfen Fortification Summary
Rtx·50 Confirmatory Column

RARI
Sample No.

Fortification
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 0.10 124.0
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

1 This data is taken from Appendix 8 in MRID 42793300.
..Value outside 2 X SO, therefore not included in statistics.
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Table 18. Oxyfluorfen GClMS Confirmatory Data Summary 1

Sample RARI Fortification % Recovery
Type Sample No. Leve1,ppm GClMS ECD

grape 92-0100-005 0.025 93.0 99.0
grape 92-0100-005 0.05 86.0 82.9
grape 92-0100-005 0.125 108.0 91.2

.Average 95.7 91.0

peach 94-0117-001 0.025 85.0 91.4
peach 94-0117-001 0.05 82.0 79.4
peach- 94-0117-001 0.125 102.0 89.~

Average 89.7 86.8

peanut nutmeat 93-0157-004 0.025 109.0 109.0
peanut nutmeat 93-0157-004 0.05 81.0 163.0
peanut nutmeat 93-0157-004 0.125 87.0 116.0

Average 92.3 129.3

peanut shell 93-0157-004 0.025 104.0 104.0
peanut shell 93-0157-004 0.05 117.0 107.0
peanut shell 93-0157-004 0.125 103.0 106.0

Average 108.0 105.7

1This data was collected and reviewed under protocol 34-95-92.
LOQ=O.025 ppm
LOD=0.OO8ppm
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Table 19. Oxyfluorfen Data Summary by Crop

Average
Crop Group 1 Detection Recovery LOQ LOD

apple I GC/ECD 85.4 0.01 ppm 0.003 ppm
artichoke I GC/ECD 94 0.01 ppm 0.003 ppm
avocado I GC/ECD 93.9 0.01 ppm 0.003 ppm
cherry I GC/ECD 86.5 0.01 ppm 0.003 ppm
fig I GC/ECD 91.6 0.01 ppm 0.003 ppm
grape I GC/ECD 89.3 0.01 ppm 0.003 ppm
kiwi I GC/ECD 92.9 0.01 ppm 0.003 ppm
olive I GC/ECD 90.1 0.01 ppm 0~003ppm
peach I GC/ECD 86.7 0.01 ppm 0.003 ppm
peanut nutmeat I GC/ECD 90.9 0.01 ppm 0.003 ppm
pomegranate I GC/ECD 91.3 0.01 ppm 0.003 ppm
soybean I GC/ECD 104.9 0.01 ppm 0.003 ppm
peanut hay II GC/ECD 92.2 0.02 ppm 0.007 ppm
peanut shell II GC/ECD 95.3 0.02 ppm 0.007 ppm
peanut vine II GC/ECD 81.8 0.02 ppm 0.007 ppm

1 Refers to section 7 crop grouping for analyis.
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Figure 2. Apple Fortification 0.01 PPM
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Figure 3. Apple Fortification 0.10 PPM
95-1408-003
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Figure 4. Apple Fortification 0.50 PPM
95-1408-003
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Figure 5. Artichoke Control
94-0060-001
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Figure 6. Artichoke Fortification 0.01 PPM
94-0060-001
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Figure 7. Artichoke Fortification 0.10 PPM
94-0060-001
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Figure 8. Artichoke Fortification 0.50 PPM
94-0060-001
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Figure 9. Avocado Control
94-0141-001
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Figure 10. Avocado Fortification 0.01 PPM
94-0141-001
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Figure 11. Avocado Fortification 0.10 PPM
94-0141-001
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Figure 12. Avocado Fortification 0.50 PPM
94-0141-001
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Figure 13. Cherry Control
92-0041-002
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Figure 14. Cherry Fortification 0.01 PPM
92-0041-002
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Figure 15. Cherry Fortification 0.10 PPM
92-0041-002
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Figure 16. Cherry Fortification 0.50 PPM
92-0041-002
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Figure 17. Fig Control
94-0142.-001
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Figure 18. Fig Fortification 0.01 PPM
94-0142-001
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Figure 19. Fig Fortification 0.10 PPM
94-0142-001
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Figure 20. Fig Fortification 0.50 PPM
94-0142-001
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Figure 21. Grape Control
93-0012-001
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Figure 22. Grape Fortification 0.01 PPM
93-0012-001
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Figure 23. Grape Fortification 0.10 PPM
93-0012-001
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Figure 24. Grape Fortification 0.50 PPM
93-0012-001
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Figure 25. Kiwi Control
94-0146-001
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Figure 26. Kiwi Fortification 0.01 PPM
94-0146-001
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Figure 27. Kiwi Fortification 0.10 PPM
94-0146-001
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Figure 28. Kiwi Fortification 0.50 PPM
94...0146-001
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Figure 29. Olive Control
94-0172-001
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Figure 30. Olive Fortification 0.01 PPM
94-0172-001
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Figure 31. Olive Fortification 0.10 PPM
94-0172-001
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Figure 32. Olive Fortification 0.50 PPM
94-0172-001
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Figure 33. Peach Control
94-0117-001
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Figure 34. Peach Fortification 0.01 PPM
94-0117-001
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Figure 35. Peach Fortification 0.10 PPM
94-0117-001
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Figure 36. Peach Fortification 0.50 PPM
94-0117-001
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Figure 37. Peanut Nutmeat Control
94-0176~010
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Figure 38. Peanut Nutmeat Fortification 0.01 PPM
93-0142-005
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Figure 39. Peanut Nutmeat Fortification 0.10 PPM
94-0176-010
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Figure 40. Peanut Nutmeat Fortification 0.50 PPM
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Figure 41. Pomegranate Control
94-0143.-001
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Figure 42. Pomegranate Fortification 0.01 PPM
94-0143.-001
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Figure 43. Pomegranate Fortification 0.10 PPM
94-0143-001
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Figure 44. Pomegranate Fortification 0.50 PPM
94-0143-001
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Figure 45. Soybean Control
92-0107.-014
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Figure 46. Soybean Fortification 0.01 PPM
92-0107-014
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Figure 47. Soybean Fortification 0.10 PPM
92-0107-014
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Figure 48. Soybean Fortification 0.50 PPM
92-0107-014
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Figure 49. Peanut Hay Control
93-0142-003
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Figure 50. Peanut Hay Fortification 0.02 PPM
93-0157-002
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Figure 51. Peanut Hay Fortification 0.10 PPM
93-0142-003
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Figure 52. Peanut Hay Fortification 0.50 PPM
93-0157-002
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Figure 53. Peanut Shell Control
93-0151-004
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Figure 54. Peanut Shell Fortification 0.02 PPM
93-0142-005
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Figure 55. Peanut Shell Fortification 0.10 PPM
93-o142~005
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Figure 56. Peanut Shell Fortification 0.50 PPM
93-0157-004
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Figure 57. Peanut Vine Control
93-0142.-001
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Figure 58. Peanut Vine Fortification 0.02 PPM
93-o142~01
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Figure 59. Peanut Vine Fortification 0.10 PPM
93-0142-001
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Figure 60. Peanut Vine Fortification 0.50 PPM
93-0142-001
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Figure 61. Grape Control
(Rtx-50 confirmatory)
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Figure 62. Grape Fortification 0.01 PPM
(Rtx-SO confirmatory)
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Figure 63. Grape Fortification 0.10 PPM
(Rtx-50 confirmatory)
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Figure 64. Grape Fortification 0.50 PPM
(Rtx-50 confirmatory)
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Figure 65. Soybean Control
(Rtx-50 confirmatory)
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Figure 66. Soybean Fortification 0.01 PPM
(Rtx-50 confirmatory)
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Figure 67. Soybean Fortification 0.10 PPM
(Rtx-50 confirmatory)
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Figure 68. Soybean Fortification 0.50 PPM
(Rtx-50 confirmatory)
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Figure 69. Standard 0.005ug/ml (GC/ECD)
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Figure 70. Standard O.OlllglmI (GC/ECD)
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Figure 71. Standard 0.02 ug/ml (GC/ECD)
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Figure 72. Standard 0.10 ug/ml (GCIECD)
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Figure 73. Standard 0.15 ug/ml (GC/ECD)
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Figure 74. Oxyfluorfen Calibration Curve (GClECD)
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File
Operator
Acquired
Sample Name:
Misc Info
Vial Number:
CUrrentMeth:

Figure 75. Grape Control (GClMS)
C:\HPCHEM\1\DATA\NOBS9.D
sz

9 Nov 95 10:41 pm using AcqMethod GOAL1
92-0100-005
blk SW-5g FV-2.5ml
9
C:\HPCHEM\1\METHODS\GOAL1.M

Compound: Goal
Ret Time: 19.37
Concentration: 12.33
Pk # and Type: 1 RTEINT used
# Qualifiers Not Satisfied

Ii/'~~A~~

19 ~olD' '19~90'
l'lergeo

19 ~olD' 19: 90'
--"argec

19 ~40' '19~90'
\,lJ.

Signal Ratios Limits RT Limits

000119

Resp Integ Type

Tgt
01
02
03

252.00 100.0t 19.37 19.16 114 sys def
361.00 0.0 0.0- 22.0/ 0.00 to 0 sys def

0.00 0.0 0.0- 0.0 0.00 20.14 0 sys def
0.00 0.0 0.0- 0.0 I 0.00 0 sys def

Goal
Response

S.00e+004

o
o 200

Amount
400

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

C:\HPCHEM\1\DATA\NOSS9.D Fri Nov 10 09:30:43 1995 Page 2
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File
Operator
Acquired
Sample Name:
Misc Info
Vial Number:
CurrentMeth:

Figure 76. Grape Fortification 0.025 PPM (GClMS)
C:\HPCHEM\1\DATA\N08S10.D
sz

9 Nov 95 11:19 pm using AcqMethod GOAL1
92-0100-005
spka SW=5g FV-2.5ml 0.025ppm
10
C:\HPCHEM\1\METHODS\GOAL1.M

Compound:
Ret Time:
Concentration:
Pk # and Type:

Goal
19.64
46.28
1 RTEINT used

" i i19.40 19.90
rJergea

\
I •

" •.•.• y. ..'•.11.-' ',~
/\

" - ....~..._ ....-
I ;: r

19.40 19.90
\JJ.

19:40 19:90
~arge~

Signal Ratios Limits RT Limits Resp Integ Type

Tgt
01
02
03

252.00 100.0\" 19.64 19.16 4397 eye def
361. 00 13.5 0.0- 22.0 19.64 to 592 eys def

0.00 0.0 0.0- 0.0 0.00 20.14 0 eys def
0.00 0.0 0.0- 0.0 0.00 0 sys def

Response
Goal

5.00e+004

o '~F-'=--------------------
o 200

Amount
400

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

..._._----------- __ .._._ ..__ --J

C:\HPCHEM\1\DATA\N08S10.D Fri Nov 10 09:29:46 1995 Page 2



TR 34 95 111 000121

Figure 77. Grape Fortification 0.05 PPM (GClMS)
File
Operator
Acquired :
Sample Name:
Misc Info :
Vial Number:
CurrentMeth:

C:\HPCHEM\1\DATA\N08S11.D
sz

9 Nov 95 11:57 pm. using AcqMethod GOAL1
92-0100-005
epkb SW-5g FV-2.5ml 0.05ppm
11
C:\HPCHEM\1\METHODS\GOAL1.M

Compound:
Ret Time:
Concentration:
Pk # and Type:

Goal
19.64
85.98
1 RTEINT used

I II
I _.rJ__i 1tJf~ t,.~~,
i
I ...,,"---
I

I , , . , i ' F
,

'19~90
,

19:90' I ' .i 19:40 19.40 19.90 19:40i

·.l·arge~ l,J.A. Mergea

Signal Ratios Limits RT Limits Resp Integ Type

Tgt
01
02
03

252.00 100.0% 19.64 19.16 9405 sye def
361. 00 11.5 0.0- 22.0 19.65 to 1084 sye def

0.00 0.0 0.0- 0.0 0.00 20.14 0 sye def
0.00 0.0 0.0- 0.0 0.00 0 sye def

Goal
Response

5.00e+004

o
o I

I
i
I.. - -_. - -.J

1

200
Amount

400

Response - 1.26e+002 * Arnt - 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



TR34 95 111
000122

File
Operator
Acquired
Sample Name:
Misc Info
Vial Number:
CurrentMeth:

Figure 78. Grape Fortification O.125PPM (GClMS)
C:\HPCHEM\1\DATA\N08S12.D
sz
10 Nov 95 12:35 am using AcqMethod GOAL1
92-0100-005
spkc SW.5g FV-2.5ml 0.125ppm
12
C:\HPCHEM\1\METHODS\GOAL1.M

Compound:
Ret Time:
Concentration:
Pk # and Type:

Goal
19.65
269.02
1 RTEINT used

I
I
I

il

:..1. ..... ~...__
i

19.40 19.90
i . , , ; I ' .

19.40 19.90

Ii
Ii
,I

P.._-~.---, . '1'-19:40 19.90

Signal Ratios Limits

Mergeo.

RT Limits Resp Integ Type

Tgt
01
02
03

252.00 100.0t 19.65 19.16 32497 sys def
361. 00 11.4 0.0- 22.0 19.65 to 3689 sys def

0.00 0.0 0.0- 0.0 0.00 20.14 0 sys def
0.00 0.0 0.0- 0.0 0.00 0 sye def

.. _-_.__._-----------------------;
Response

IM~·~A .
!)Am 'Wis/Gu

5.00e+004

o
o 200

Amount

Goal

400

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

C:\HPCHEM\1\DATA\N08S12.D

- • ....l

Page 2Fri Nov 10 09:32:44 1995
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File
Operator
Acquired
Sample Name:
Misc Info
Vial Number:
CurrentMeth:

Figure 79. Peach Control (GClMS)
C:\HPCHEM\1\DATA\N08SS.D
sz

9 Nov 95 8:08 pm using AcqMethod GOAL1
94-0117-001
blk SW-5g FV-2.5ml
5
C:\HPCHEM\1\METHODS\GOAL1.M

Compound: Goal
Ret Time: 20.06
Concentration: 12.30
Pk # and Type: 1 RTEINT used
# Qualifiers Not Satisfied

Mergea
I ' , , , Iii

19.40 19.90
-J.-arge~

Signal Ratios Limits RT Limits

000123

Resp Integ Type

Tgt
01
02
03

252.00 100.0\' 20.06 19.16 110 ays def
361.00 0.0 0.0- 22.0 0.00 to 0 eys def

0.00 0.0 0.0- 0.0 0.00 20.14 0 eys def
0.00 0.0 0.0- 0.0 0.00 0 eys def

Goal
Response

5.00e+004

o .....I£......;::...- ,..-.~---.-_--_---:"- __ ---.--

o 200
Amount

400

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
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Figure 80. Peach Fortification 0.025 PPM (GClMS)
File
Operator
Acquired :
Sample Name:
Misc Info :
Vial Number:
CurrentMeth:

C:\HPCHEM\1\DATA\N08S6.D
sz

9 Nov 95 8:46 pm using AcqMethod GOALl
94-0117-001
spka SW-5g FV-2.5ml 0.025ppm
6
C:\HPCHEM\1\METHODS\GOAL1.M

Compound:
Ret Time:
Concentration:
Pk # and Type:

Goal
19.64
42.26
1 RTEINT used

II -rDJ\J.....,.....
I,
I

Signal Ratios Limits RT Limits

NO" .... - ~

_._A_-

Resp Integ Type

Tgt
Q1
Q2
Q3

252.00 100.0t 19.64 19.16 3890 sys def
361.00 10.5 0.0- 22.0 19.65 to 410 aya def

0.00 0.0 0.0- 0.0 0.00 20.14 0 aya def
0.00 0.0 0.0- 0.0 0.00 0 aya def

Goal
- --------_._--------------------
Response

5.00e+004

o
o 200

Amount

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

400

-..__._. -_. . ----l

Page 2C:\HPCHEM\1\DATA\N08S6.D Fri Nov 10 09:18:35 1995

-- -- --- -----------------------------
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Figure 81. Peach Fortification 0.05 PPM (GCIMS)
File
Operator
Acquired
Sample Name:
Misc Info
Vial Number:
CurrentMeth:

C:\HPCHEM\1\DATA\N08S7.D
sz

9 Nov 95 9:24 pm using AcqMethod GOALl
94-0117-001
spkb SW-5g FV-2.5m1 0.05ppm
7 .

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

Compound:
Ret Time:
Concentration:
Pk # and Type:

Goal
19.64
82.39
1 RTEINT used

- -

... ..... .J .
v· '" ...

.".; .,-,.... - ."...;-""'-"-.J

, , , , i ' , iI I ' , , , iii

19 ~40''19:9019.40 19.90 19.40 19.90
.largec \oJJ. Mergea

Signal Ratios Limits RT Limits Resp Integ Type

Tgc
01
02
03

252.00 100.0t 19.64 19.16 8952 sys def
361.00 12.4 0.0- 22.0 19.65 to 1110 sys def

0.00 0.0 0.0- 0.0 0.00 20.14 0 sys def
0.00 0.0 0.0- 0.0 0.00 0 sys def

Response
Goal

. S.00e+004

o 'H~=-------r-----''-----'---------
o 200

Amount
400

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
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Figure 82. Peach Fortification 0.125 PPM (GClMS)
File
Operator
Acquired
Sample Name:
Misc Info
Vial Number:
CurrentMeth:

C:\HPCHEM\1\DATA\N08S8.D
sz

9 Nov 95 10:03 pm using AcqMethod GOAL1
94-0117-001
spkc SW-5g FV-2.5ml ~.125ppm
8
C:\HPCHEM\1\METHODS\GOAL1.M

Compound:
Ret Time:
Concentration:
Pk # and Type:

Goal
19.64
255.18
1 RTEINT used

I
\.. ~._. .., '-'-.---

i , i '19:90• 19:40' , • i ' • 19:40' '19:90
,

19.40 19.90
',rarget; \;l~ l"Iergea

Signal Ratios Limite RT Limite Resp Integ Type
Tgt
01
02
03

252.00 100.0\ 19.64 19.16 30752 eye def
361.00 11.3 0.0- 22.0 19.65 to 3485 eye def

0.00 0.0 0.0- 0.0 0.00 20.14 0 eye def
0.00 0.0 0.0- 0.0 0.00 0 eye def

Goal
Response

5.00e+004

o J_':-~_---- __""""---' _
o 200

Amount
400

I
IResponse - 1.26e+002 * Amt - 1.44e+003 I

.._...._ .__c_o_r_r_c_o_e_f_-_0_._9_9_9 cu_rv_e_F_i_t_:_L_i_n_e_a_r ---I1
C:\HPCHEM\1\DATA\N08S8.D Fri Nov 10 09:22:07 1995 Page 2
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Figure 83. Peanut Nutmeat Control (GClMS)

File
Operator
Acquired :
Sample Name:
Misc Info :
Vial Number:
CurrentMeth:

C:\HPCHEM\1\DATA\N09S3.D
sz
10 Nov 95 4 :39 pm using AcqMethod GOAL1
93-0157-004 nutmeat
blk SW-5g, FV-2.5ml
3
C:\HPCHEM\1\METHODS\GOAL1.M

Compound: Goal
Ret Time: 19.60
Concentration: 27.22
Pk # and Type: 1 RTEINT used
# Qualifiers Not Satisfied

lk ~ lJw
oIAk.."......,,-,- --,..

19 ~40' '19~90' 19 ~40' '19~90'19 ~40' '19!90'
-,L-arge.. \,J..L l"1ergea

Signal Ratios Limits RT Limits

000127

Resp Integ Type
Tgt
01
02
03

252.00 100.0% 19.60 19.16 197 sys def
361.00 0.0 0.0- 22.0 0.00 to 0 sys def

0.00 0.0 0.0- 0.0 0.00 20.14 0 sys def
0.00 0.0 0.0- 0.0 0.00 0 sys def

Goal
Response

1.00e+005

0+--=''''''-_..--_..--.....,._ ......._ ........_-.-_..,..-_-.--_.:.-
o 200

Amount
400

Response - 2.7ge+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 (GClMS)
File
Operator
Acquired
Sample Name:
Misc Info
Vial Number:
CurrentMeth:

C:\HPCHEM\1\DATA\N09S7.D
sz
10 Nov 95 7:12 pm using AcqMethod GOAL1
93-0157-004 nutmeat
spka SW-5g FV-2.5ml 0.025ppm
7
C:\HPCHEM\1\METHODS\GOAL1.M

Compound:
Ret Time:
Concentration:
Pk # and Type:

Goal
19.64
54.38
1 RTEINT used

!
Ii,I
I
I
I

.A . .,-_ .. L,... ..

Signal Ratios

I iii; j , ,

19.40 19.90
--_ .._--- \ .._--_ ..

Resp Integ TypeLimits RT Limits

Tgt
01
02
03

252.00 100.0% 19.64 19.16 7784 ays def
361. 00 11.5 0.0- 22.0 19.64 to 899 aya def

0.00 0.0 0.0- 0.0 0.00 20.14 0 sys def
0.00 0.0 0.0- 0.0 0.00 0 aya def

Response

1.00e+005

o
o

Goal

200
Amount

400

Response - 2.7ge+002 * Arnt - 7.41e+003
Carr Coef - 0.996 Curve Fit: Linear

C:\HPCHEM\1\DATA\N09S7.D
. --------- --l

Page 2Tue Nov 14 10:05:36 1995
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Figure 85. Peanut Nutmeat Fortification 0.05 PPM (GCIMS)
File
Operator
Acquired
Sample Name:
Misc Info :
Vial Number:
CUrrentMeth:

C:\HPCHEM\1\DATA\N09S11.D
sz
10 Nov 95 9:44 pm using AcqMethod GOALl
93-0157-004 nutmeat
spkb SW-5 FV-2.5 O.OSppm
11
C:\HPCHEM\1\METHODS\GOAL1.M

Compound:
Ret Time:
Concentration:
Pk # and Type:

Goal
19.64
80.70
1 RTEIRT used

_.---_....-.-""-
I
j I'· , i ' i, 19.40 19.90

Signal Ratios

-J;arge~

Limits

---~.---__ ~l __
I ' , , , i ' ,

19.40 19.90

RT Limits Resp Integ Type

Tgt
01
02
03

252.00 100.0\ 19.64 19.16 15137 sys def
361. 00 11.2 0.0- 22.0 19.65 to 1700 sys def

0.00 0.0 0.0- 0.0 0.00 20.14 0 sys def
0.00 0.0 0.0- 0.0 0.00 0 sys def

Response

1.00e+005

Goal

O~-Uo<::::JoL.. ......- _

o 200
Amount

400

Response - 2.7ge+002 * Amt - 7.41e+003
Corr Coef - 0.996 CUrve Fit: Linear

C:\HPCHEM\1\DATA\N09S11.D Tue Nov 14 10:08:10 1995 Page 2
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Figure 86. Peanut Nutmeat Fortification 0.125 PPM (GCIMS)

File
Operator
Acquired
Sample Name:
Misc Info
Vial Number:
CurrentMeth:

C:\HPCHEM\1\DATA\N09S13.D
sz
10 Nov 95 11:01 pm using AcqMethod GOALl
93-0157-004 nutmeat
sp~ SWa5 FV-2.5 0.125ppm
13 ·@te .I'$I~
C:\HPCHEM\1\METHODS\GOAL1.M

Compound:
Ret Time:
Concentration:
Pk # and Type:

Goal
19.65
217.28
1 RTEINT used

!
iI
,

I

II J;

I

II:

,

._.11 ____; --~ I I
I 19:40' I I

= y-
i I

19:40 19.90 19.90 19.40 19.90
-J:arget: IJ~ P1ergea

Signal Ratios Limits RT Limits Resp Integ Type

Tgt
01
02
03

252.00 100.0% 19.65 19.16 53290 sys def
361. 00 11.5 0.0- 22.0 19.65 to 6113 sys def

0.00 0.0 0.0- 0.0 0.00 20.14 0 sys def
0.00 0.0 0.0- 0.0 0.00 0 sys def

Response
Goal

1.00e+005

o. __ _"''_ _

o 200
Amount

400

Response - 2.7ge+002 * Amt - 7.41e+003
Corr Coef - 0.996 CUrve Fit: Linear I

I
C:\HPCHEM\1\DATA\N09S13.D Tue Nov 14 10:10:24 1995 Page 2
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Figure 87. Peanut Shell Control (GClMS)

File
Operator
Acquired
Sample Name:
Misc Info
Vial Number:
CUrrentMeth:

C:\HPCHEM\1\DATA\N09S4.D
sz
10 Nov 95 5:17 pm using AcqMethod GOAL1
93-0157-004 shell
blk SW.5g, FV.2. 5ml .
4
C:\HPCHEM\1\METHODS\GOAL1.M

Compound: Goal
Ret Time: 19.79
Concentration: 28.01
Pk # and Type: 1 RTEINT used
# Qualifiers Not Satisfied

-J:argel:.
I· I' I ; ,

19.40 19.90
I"lergea.

Signal Ratios Limits RT Limits Resp Integ Type

Tgt
Q1
Q2
Q3

252.00 100.0\ 19.79 19.16 418 sye def
361. 00 0.0 0.0- 22.0 0.00 to 0 sys def

0.00 0.0 0.0- 0.0 0.00 20.14 0 eys def
0.00 0.0 0.0- 0.0 0.00 0 sye def

Goal
Response

1.00e+005

0......,..., -...,...-- __ ...--_.--_,.--_,-- __
o 200

Amount
400

Response. 2.7ge+002 * Arnt - 7.41e+003
Corr Coef • 0.996 Curve Fit: Linear

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 (GClMS)
File
Operator
Acquired
Sample Name:
Misc Info
Vial Number:
CurrentMeth:

C:\HPCHEM\1\DATA\N09S8.D
sz
10 Nov 95 7:50 pm using AcqMethod GOAL1
93-0157-004 shell
spka SWc5g FV-2.5ml 0.025ppm
8
C:\HPCHEM\1\METHODS\GOAL1.M

Compound:
Ret Time:
Concentration:
Pk # and Type:

Goal
19.64
52.23
1 RTEINT used

i ' ; , , I ' ,19.40 19.90

Signal Ratios Limit~ RT Limits Resp Integ Type

Tgt
01
02
03

252.00 100.0\ 19.64 19.16 7183 ays def
361. 00 11.3 0.0- 22.0 19.65 to 814 sys def

0.00 0.0 0.0- 0.0 0.00 20.14 0 ays def
0.00 0.0 0.0- 0.0 0.00 0 sys def

Response
Goal

1.00e+005.

200
Amount

o .~~ _

o 400

Response - 2.7ge+002 * Arnt - 7.41e+003
Corr Coef - 0.996 Curve Fit: Linear

C:\HPCHEM\1\DATA\N09S8.D Page 2Tue Nov 14 10:06:56 1995
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Figure 89. Peanut Shell Fortification 0.05 PPM (GClMS)
File
Operator
Acquired
Sample Name:
Mise Info
Vial Number:
CUrrentMeth:

C:\HPCHEM\1\DATA\N09S12.D
sz
10 Nov 95 10: 23 pm using AcqMethod GOAL1
93-0157-004 shell
spkb SW-5 FV-2.5 0.05ppm
12 .
C:\HPCHEM\1\METHODS\GOAL1.M

Compound:
Ret Time:
Concentration:
Pk # and Type:

Goal
19.64
117.28
1 RTEINT used

I

I
I

J

I
i
i .__ 0_ '~.J....JJ-- __

I I ' ti' i 19~40i i t i ' , i ' , iii' i
I 19.40 19.90 19.90 19.40 19.90,

·,l'arget: I.l~ l"1ergea

Signal Ratios Limits RT Limits Resp Integ Type

Tgt
01
02
03

252.00 100.0% 19.64 19.16 25354 sys def
361. 00 11.3 0.0- 22.0 19.65 to 2876 sys def

0.00 0.0 0.0- 0.0 0.00 20.14 0 sys def
0.00 0.0 0.0- 0.0 0.00 0 sys def

Response
Goal

1.00e+005

o _..........~~ -.. ~ __ -..._
o 200

Amount
400

Response 2.7ge+002 * Amt - 7.41e+003
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 (GClMS)
File
Operator
Acquired
Sample Name:
Misc Info
Vial Number:
CurrentMeth:

C:\HPCHEM\1\DATA\N09S14.D
sz
10 Nov 95 11:39 pm using AcqMethod GOAL1
93-0157-004 she~ll @'6""~f$"
sp~ SW-5 FV-2.5 0.125ppm
14 Co ((E)(~$lIllq,('
C:\HPCHEM\1\METHODS\GOAL1.M

Compound:
Ret Time:
Concentration:
Pk # and Type:

Goal
19.~5
256.92
1 RTEINT used

!

I
I
I
I
I
I

'I_.._.R_._
19.40 19:90'

I •. , 'I I

19.40 19.90
_.__.1.-._

: . 5J"'7 ~
19.40 19.90

Signal Ratios Limits RT Limits

Mergea

Resp Integ Type

Tgt
01
02
03

252.00 100.0% 19.65 19.16 64363 eys def
361. 00 11.5 0.0- 22.0 19.66 to 7428 sye def

0.00 0.0 0.0- 0.0 0.00 20.14 0 sys def
0.00 0.0 0.0- 0.0 0.00 0 sye def

Response

1.00e+005

Goal

~I~.~··q·ii~IG·~········-··················
o ._ ~""" ..,.-- _

o 200
Amount

400

Response - 2.7ge+002 • Amt - 7.41e+003
Corr Coef - 0.996 Curve Fit: Linear

C:\HPCHEM\1\DATA\N09S14.D Page 2Tue Nov 14 10:11:45 1995
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Figure 91. Standard 0.025 J.lglrnl (GClMS)
File
Operator
Acquired
Sample Name:
Misc Info
Vial Number:
CurrentMeth:

C:\HPCHEM\1\DATA\NOBS4.D
sz

9 Nov 95 7:30 pm using AcqMethod GOAL1
std 0.025ug/ml
C103195-5
4
C:\HPCHEM\1\METHODS\GOAL1.M

Compound:
Ret Time:
Concentration:
Pk # and Type:

Goal
19.65
30.45
1 RTEINTused

~

~··r""·y/""~"'''''''' ~ •• 1 ...-....,.,...
~

I , , i ' , i ' iii i i

19~40
I Y I I i iii

19.90 19.40 19.90 19.40 19.90
·.l·arge~ YJ. I"lergea

Signal Ratios Limits RT Limits Resp Integ Type

Tgt
01
02
03

252.00 100.0% 19.65 19.16 2400 sys def
361.00 12.6 0.0- 22.0 19.65 to 303 sys def

0.00 0.0 0.0- 0.0 0.00 20.14 0 sys def
0.00 0.0 0.0- 0.0 0.00 0 sye def

Goal
Response

5.00e+004

o 200
Amount

400
o

Response. 1.26e+002 * Arnt - 1.44e+003
Corr Coef • 0.999 Curve Fit: Linear

C:\HPCHEM\1\DATA\NOBS4.D Fri Nov 10 09:06:51 1995 Page 2
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File
Operator
Acquired
Sample Name:
Misc Info
Vial Number:
CurrentMeth:

Figure 92. Standard 0.05 J.1.g1ml(GClMS)
C:\HPCHEM\1\DATA\N08S3.D
sz

9 Nov 95 6:51 pm using AcqMethod GOAL1
std 0.05ugjml
C103195-4
3
C:\HPCHEM\1\METHODS\GOAL1.M

Compound:
Ret Time:
Concentration:
Pk # and Type:

Goal
19.64
79.04
1 RTEINT used

I
1\~........,..- .... """""""

t I'I 19:47 19.96
------x'arge1;;

Signal Ratios

~L
_----'/~ ....__-

Resp Integ Type

19:47 i19~96i
Mergea

Tgt
01
02
03

252.00 100.0\ 19.64 19.22 5254 sys def
361. 00 12.6 0.0- 22.0 19.65 to 662 sys def

0.00 0.0 0.0- 0.0 0.00 20.21 0 sys def
0.00 0.0 0.0- 0.0 0.00 0 sys def

I ' ; , ii' :19.47 19.96
J,lJ.

Response

Limits RT Limits

Goal

1.00e+00S

O .. _ ..... ~ __ - ..........------

o S.00e+002
Amount

1.00e+003

Response. 1.4ge+002 * Amt - 6.52e+003
Corr Coef • 0.993 Curve Fit: Linear

C:\HPCHEM\1\DATA\NOSS3.D Page 2Thu Nov 09 19:26:12 1995
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Figure 93. Standard 0.10 ug/ml (GClMS)

File
Operator
Acquired
Sample Name:
Misc Info
Vial Number:
CurrentMeth:

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

9 Nov 95 6:13 pm using AcqMethod GOALl
std O.lug/ml
Cl03195-3
2
C:\HPCHEM\1\METHODS\GOAL1.M

Compound:
Ret Time:
Concentration:
Pk # and Type:

Goal
19.65
119.45
1 RTEINT used

--

~._..J__I _. "_.._~-....---
I

__ ... ...J\ __

I , I . ,
19:46' , , i ' , ,

'19:96'I 19:46
,

, 19.96 19.96 19.46
·.l·arge~ u~ Mergea

Signal Ratios Limits RT Limits Resp Integ Type

Tgt
01
02
03

252.00 100.0\ 19.65 19.22 11274 sys def
361. 00 11.5 0.0- 22.0 19.65 to 1294 sys def

0.00 0.0 0.0- 0.0 0.00 20.21 0 sys def
0.00 0.0 0.0- 0.0 0.00 0 sys def

Goal
~ Response

1.00e+005

o
o 5.00e+002

Amount
1.00e+003

Response. 1.4ge+002 * Amt - 6.52e+003
Corr Coef • 0.993 Curve Fit: Linear

C:\HPCHEM\1\DATA\N08S2.D Thu Nov 09 18:48:01 1995 Page 2
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Figure 94. Standard 0.50 J.1g1ml(GClMS)

File
Operator
Acquired :
Sample Name:
Misc Info :
Vial Number:
CurrentMeth:

C:\HPCHEM\1\DATA\N08S1.D
sz

9 Nov 95 5:35 pm using AcqMethod GOAL1
std 0.5ug/ml
C103195-2
1
C:\HPCHEM\1\METHODS\GOAL1.M

Compound:
Ret Time:
Concentration:
Pk # and Type:

Goal
19.65
682.50
1 RTEINT used

,II.. II. _ --'
: 19:47 19:96' 19~4" '19~96' 19:47 19~96
~a:;-;r=g'""e::"1~~::---~---"IJ''''''-,J.-_-.L..-.,..or:ue''''r==-g~e:-=-Q----'

Signal Ratios Limits RT Limits Resp Integ Type
Tgt
01
02
03

252.00 100.Ot 19.65 19.22 95162 sys def
361. 00 11.1 0.0- 22.0 19.65 to 10593 sys def

0.00 0.0 0.0- 0.0 0.00 20.21 0 sys def
0.00 0.0 0.0- 0.0 0.00 0 sys def

Response
Goal

1.00e+005 ~;~J\4;';\;"U"&- ..._.._._-

o ....~__ ....... --'-! _

o 5.00e+002
Amount

1.00e+003

Response. 1.4ge+002 • Amt - 6.52e+003
Corr Coef • 0.993 Curve Fit: Linear- • .....J

C:\HPCHEM\1\DATA\N08S1.D Thu Nov 09 18:09:48 1995 Page 2

----------
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Figure 95. Oxyfluorfen Calibration Curve (GClMS)

Response

~.20e+005

~.00e+005

8.00e+004

6.00e+004

4.00e+004

2.00e+004

Goal

OI-+--iL--.-- .........-~......:..."""'""i'!..:...xJI..:.:,.---r----,r---r---..---..---
o 200

Amount
400

Response. 2.7ge+002 * Amt - 7.4~e+003
Corr Coef • 0.996 Curve Fit: Linear

Method Name: C:\HPCHEM\l \METHODS\ GOAL1 .M
calibration Table Last Updated: Tue Nov 14 09:59:48 1995
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L Protocol Number: 34P-95-92

Project Number; 3107.14

n. Study Title

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

m. 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.

IV. Sponsor

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

v. Testing Laboratory

Centre Analytical Laboratories
3048 Research Drive
State College, PA 16801

VI. Personnel

5.1 Study Director:" Dennis A. Martin
Rohm and Haas Company
215-619-5576

5.3 Principal Investigator: Shaozhi Zheng
Centre Analytical Laboratories
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5.2 Contract Laboratory
Coordinator: ....

Roberta C. Regetta
Rohm and Haas Company
215-619-5588

5.4 RMEF Manager: Dr. Stanley S. Stavinski
Rohm and Haas Company

"Primary contact for technical issues
....Primary contact for non-scientific issues

VII. Dates

Proposed Analytical Start Date: October 1995

Proposed Experimental Completion: November 1995

Proposed Final Report Date: November 1995

VIII. Identification and Justification For Selection of Test System

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.

IX. Experimental pesign· 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.

x. Method

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 Page2of6
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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 RP08674FP 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 will 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 1at the LOQ,
1 at 2 X LOQ, and 1 at 5 X LOQ. The grape samples are taken from
subprotocol 34P-94-65A.

RAR Code
93-0157
93-0157
94-0117
92-0100

Sample No.
004

·004
001
005

Variety
peanut
peanut
peach

Cabemet grape

Component
nutmeat
shell
fruit
fruit

Sub Protocol 34P-95-92 Page 3 of6
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XIll. Records

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

1. 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 Ilg 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.

2. Storage History and Chain of Custody Records

3. Method Run Sheets

4. Diskettes of Results

5. Analyst's Bench Sheet

XIV. Reporting

1. 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 Page4of6
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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.

xv. GLP Statement

This analysis will be conducted in compliance with FIFRA's Good
Laboratory Practice Standard (40 CPR 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.

XVI. 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 5 of6
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xvn, Signatures

Study Director:

RMEF Manager:

~~il'1hS
Dr. taniW'S. Stavinski Date

Principal Investigator:

x{MzM' U,
Shaozhi Zheng 9

Reviewed by QAU~

~-+-_~__ S_, ...:..-(U~· ~-.-..-;.I-+D /..:-+1r.........(1~:r
Rhonda S. Krick Date

Sub Protocol 34P-95-92 Page 6of6
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PROTOCOL MODDlCA110N FORM

MODIfICATION:

CD Anv.\y~ U"O(J ~tf1t\~~S ~e-ated by bc}:Cc'b uS
~.\\ os 6C./M5) vsin~ M~d -roli')d In re s~~-\sC'.

IDS IlflCADON:

® I2e~Li~ ofe. V\-e.eded on b::.rth de-lechcn t'Ae-thxl5
ib \JSf, fr (o~fuYi50h\

Originator:

Study Director ApprOval:
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PROTOCOL MODDlCATlON FORM

oc- ' I
MODIFICATION: e..+hO) tr: 3L/-qY"-/JSl)

ThC,. ,LCQ ~v' +he c.orrhj11l1o.-fvvy Me-/fx)d VSI"nJ
6L-/ f1/lS (5 C. 02.5 ff~Y\) (hs--feud of c.j.ol fPn
0.5 & P({MQ.VY fvtefhod dIctaTeS,

~~~ 34/--q5-92 mJDYDIRECrOIl D,IlJII1CA,L}jn
mJDYTI'I'LE fk-l-hod vC\/Jahtn- 6clMS Conf:'YlVlv..W

WS'lIEJCA'DON:

The- sehsi-nvlry af -/-he conf1rl1vLcdory dtkc-fron
tvtf+hod dO~ not need -to be. -H'le .5C<I't.tt Ct.S
~t fv"; rJlul~ fv1C-H10ef. me (,OQ of 0.02-5 ffvY1
v() vIiS (n fht bf·st d1rotN\Q-f-rY1('Qpht
-& v 11\15 f\1tfhod. '-J

EFFECT ON STUDY:

theyt vv',-/I be" (10 e.f-RL--t on -iff, sivdy

0ricinaJ0r: ~{d'l.-' ILIIS~

Study Director Approval: t~ ,.,1,.11 CL~ Iz/ralctj#' SIpalUre dale



TR 34 Centre Analytical Laboratories; IfUQ0149
3048 Research Drive State College, PA' 168C), _.
Phone: (814) 231-8032 Facsimile: (814) 231-1253

. Page I

PROTOCOL&fETHOD MODIFICATION FORM

Subprctccol/Protocol No: ~e-"S- ,2-
Study Director: ])eno.') /\If Mt,'t1

CAL Project Number: t1"'DZ- -16S Sponsor Study Number:

1. I", Sief 6,., 1 IfOml ~f S"D:G"ol",/vi ~I fACdQte /~"e

W"~ "S2OI .'"...t of ,.~,./ . 'f ~',r (VI,,) ~I tf60a
~~

2 The fi~o.\ \/ollAffI./l vV&.~· ohAn~~c.I f~M sml to 2.Swt/.

rusTrFICAIION:
tt it'

~ "''''g;-~~'~----bI~"""Q~G"","-+::s~''''lttJ..~ ~~ 1/ /llf I , s1..z. *Ivup ('\OilS *l~'
I. e.t'\~IA.~ The ~ol (e~v~y~

2 . ~~LA...-e +he. fn't:f: CQ.-t\W\ IoAJv s".~€? v.iHtJt'\ .,.4e t;,+cmko(

EfFECT ON STIJDY:

;2. V\one..

Originator: _~~~~~:!IZ::+- _ " /tD/1(
Date

1

II to/fliP.
Date

Study Director: ~'V;l/")A. }-1~

July 1993/0



TR 34 95 111

~'-. Centre Analytical Laboratories; hOOD150
3048 Research Drive State College. PA 16801 -'
Phone: (814) 231-8032 Facsimile: (814) 231-1253

Page I Df.....l__

PROTOCOL&mTBODMOD~CATIONFORM

SubprotocollProtocol No: .1!:f.f - 'IS-- '12, .
Study Director: :fe-nn;5 A. MtI'r ....'n

JUSTIFICATION:

1. 1'''' \ > I~bC7'fat"c''j pr-~c.+~Ct. ~ pre po-r"l.

Con(;A'\+\"e.-.:T~ "f '~a jW\1 .'''' t'frJd

4tl/lAtlm -r- J}*.(\"~ pr.)'.W~.

EFFECT ON SUTOY;

1. fVrlher.

.J.1ill!
Date

l/IO ffttp
I

Date

1uly 1993/0
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Centre Analytical LaboratoriesPOO1S1
3048 ResearchDrive StateCollege.PA 16801
Phone:(814)231-8032 Facsimile:(814)231-1253

Page / Ofl,- __ •
PROTOCOUSOPIMETHOD DEVIATION

Deviation Number: /
Date of Occurrence: If} 15/ Iff'

CAL Project Number: 002. - /6 ~ Sponsor Study Number: 3/07· 14

/ DESCRIPTION OF DEVIATION
Is this deviation a ~ PROTOCOL, or _ SOP, or __ METHOD deviation?

sto."ola..,.el--c.RI-f-32ctIS) fMr'~~ ~ ~ 1Q·l ~ t1.,'(\el eJJCfirtA+:D"V\ JootolL

IS il/4 I ~().

ACTIONS TAKEN
i ell amendment issued SOP revision etc II

Recorded By/Date: -...aC.rM.)-zk,"_.;;..~-.;=--+- .us.a«: _
IMPACT ON THE STUDY

/VoYl-e. .

f\N\A1~,\ >~. Jj~~~L...L..o;'--___ \!to/qu
~r Signature Date

CAL QAU Review .....;G=-=-""~...:.I,f=J?j=+-~.!..:b:""- 1

May 1993/1



INDEPENDErC~ M~L~W~~ P~~~ELPHIA. PA. 19105. U.S.A. TELEPHONE12151592·3000
CABLE ADDRESS: RDHMHAAS TELEX B45·247 TWX 710·670·5335 TELECOPIER(2151 592·3377
IlEPLY'lD:
RE5EARO'l LASCJRATDRE
727 I'IICI=IRISTDWN ROAD
P.O. BQ)(9J4

~ING HOUSE. PA 19477.()5K)4
.51641.7ClD

. lSI Q-l 2.()4(JJ

000152

CERTIFICATE OF ANALYSIS
ANALYTICAL STANDARD

RB NUMBER: 32915

LOT NUMBER: RP08674FP

MATERIAL NAME: GOAL

PRODUCTLThffi: GOAL

PURITY: 99.4 %

GLP ANALYSIS: . YES

STORAGE CONDmONS: ROOM TEMP. OR BELOW

APPEARANCE: PALE YELLOW POWDER

EXPIRA nON DATE: 02-aug-2000

DATE OF LAST ANALYSIS: 02-aug-1995

QUERIED BY <J R~ )'U~_rs;atl1re)- DATE 28-sep-1995

Supporting documentation for this information is retained at the

Rohm and Haas Company in the AgChem Analytical Standard ArcbJve.

-.

RDHM
IHAAS
COMPANY
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GLP COMPLIANCE STATEMENT

CAL Study Number 002-165 "Method Validation - GCIMS 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.

~Uv; lk~f--- _
Shaozhi Zheng J
Principal Investigator

¥ /4/2P
Date
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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

P~a5e Date Inspected and CAL management Sponsor management

1. Protocol Review 11101195 11130/95 12118/95

2. Extraction 11102/95 11130/95 12/18/95

3. Extraction 11109/95 11130/95 12/18/95

4. Raw Data Review 12/06/95 01110/96 02/02/96

Gaya 'Wickremesinhe
Quality Assurance Officer

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

below:

JR# MRID# Protocol # Crop
34-95-116
34-95-119
34-95-117

43794003
43794006
43794004

34P-95-30A
34P-95-33A
34P-95-31A

fig
olive
pomegranate
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GLPCO~LMNCESTATEMENT

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.

j
Shaozhi Zheng
Principal Investigator

Date
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QUALITY ASSURANCE STATEMENT

CAL Study Nwnber 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

Pbase Date Inspected and CAL management Sponsor management

1. Protocol Review 07/10/95 07/20/95 08/18/95

2. E~tion 07/11195 08116/95 08118/95

3. Raw Data Review 08/07 -08/95 08116/95 08/18/95

4. Raw Data Review 08118195 09/25/95 12/18/95

Gail L. Keller
Quality Assurance Officer

Date
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000158
GLPCO~LMNCESTATEMENT

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.

~ 2k-1----
Shaozhi Zheng
Principal Investigator

$/1'/'6

Date
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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 fmdings 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/Q1II)5 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

Gail L. Keller
Quality Assurance Officer

Date
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GLPCOMPLlANCESTATEMENT

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.

Shaozhi Zheng
Principal Investigator

Date
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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

Pbase Date Inspected and CAL management Sponsor management

1. Protocol Review 07/10/95 07120195 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

.....do', l ~ 6 0 ~:....- _

Gail L. Keller
Quality Assurance Officer

Date
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The GLP and QA statements that follow are for peach fortifications
which will be reported, as listed below:

TR# MRlD# Protocol # Crop
34-95-114 not yet assigned

as of study
completion

34P-95-3SA
34P-95-SlA

peach
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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, "GOALI> 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.

KtJ-k ~~ )4(Ll..:L..I~ ..v...
Melinda Lalko, Residue Lasupervisor
Principal Investigator

o4lJ,u.t:, ~
[Date]

~ A,","" '5
[Date]Diana Price, Quality Assurance Supervisor

0'I4uaq~
[Date]
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Quality Assurance Statement

This data package for Rohm & Haas Sub Protocol Number, 34P-95-3SA, -GOALe 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 desaibe 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 Inspected Phase

Date reported to:
Study Director McKenzie

and Management Management

06 Jul9S • Fortification 17 Jul 9S*
• Extraction
It Partitioning
• Concentration
• Protocol/Amendments
• Test System Receipt Documentation
• Analytical Reference Substance

Receipt Documentation
• Chain of Custody
• Study Notebook
• Training Files
• Standard Preparation Documentation

12 Jul9S

07 Jul9S • Column Clean-up 17 JuI9S*
• Centrifuge
• Equipment/Instrument Use Logs
• Data Packages

12 Jul9S

04 Aug 9S • Data Package Review 04 Aug 9S*
• Review of Study Package

04 Aug 9S

* Date inspection report was sent to the Study Director.

Diana L Price, Quality Assurance Supervisor
04 A'"'a qs;-

[Date]
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000165
GOAL® 1.6E Field Residue Trials on Peaches I

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.

~?-~ a:f
Diana Price, Quality Assurance Supervisor

IS -:De? qS
[Date]

~~ k'iL
Melinda Lalko, Principal Investigator
Residue Laboratory Supervisor

~1~ IC2-
Kathryn Koktavy
Residue Laboratory Manager

Ir01& err-
[Date]
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Quality Assurance Statement

This data package for Sub Protocol Number: 34P-95-51A (Goal f) 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 Inspected Phase

Date reported to:
Study Director McKenzie

and Management Management

21 Nov 95 • Fortification -11 Dec 95
• Extraction
• Partitioning
• ProtocoVAmendments
• Study Notebook

_07 Dec 95

22 Nov 95 • Training Files -11 Dec 95 07 Dec 95

28 Nov 95 • Column Clean-up -11 Dec 95
• Chain-of-Custody
• Gas Chromatography
• Test System Receipt Documentation

07 Dec 95

29 Nov 95 • Maintenance Logs -11 Dec 95
• Equipment/Instrument Use Logs

07 Dec 95

• Date inspection report was sent to the Study Directorl Study Director Management

Diana L Price, Quality Assurance Supervisor
-l.-+~ qS

[Date]
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Appendix Il

Representative Analytical Run (GCIECD)
Representative Analytical Run (GCIMS)
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_11.10--------------------------._------

~t: VUUII JlOO,

Cll>1_: 1ID-300, 0.3_ Dl. 1._ df aol_ ~:.O .. cen

8~ ~_-n-,Mg-ual. 211 e __ IID1d 'Mg-UIlI. 1
....."... aau '__ /UraI. 10e ..... n--~ .Mg-UIlI. no e-17

.... 81_ '8 .... U-l. • 111:1_ ~. 211

'~ce/_' 3.1a1/_ 8p1it aat1o: •
Dat l-'IYP- .. ~I Ial/300e Dat 2-~ .. ~ • .,.-----------,------_._-----------._--
.lot ~: 0 co 20 _tee
.lot "-' '0 m.lli~ce '-.11 _ oU .. tl

-P

-+P

-.---
0.110 1.270 •• D1

•
4.110 •• 01
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-------,--,---~-"."-"-"_._------_._-----_ ..._.._.

000178

__ 1. _ • .,.

Dace. n 07ul 11'1 OO,U

IIlcerl_. '01

cal. __ • O1/U/U

.Ma1~ • .D~

aa-U. A------.---._._-- --_.._,-------------
luuo-~. VUUII noo,
CDl~. 1nZ-200, O.3a- ID, J,.o.. d! CD1~ ~: ao "~ezw
a&eft ~-U- (.s.g-.1llI. :all C __ ....101,.s.g_1 I 1
hogna bce ''''/aiDI, lOC _ U--~ ,,,,-.1IlI. :asO con

..... 81_ '._~II'" Ill:! ~~.:au
nOWlO~.'_' 3.a.1/_ apu~ bdo. M
De~ l-1YPe • ~I _/:lOOC _ :a-1YPe • ~. M

noc u_. 0 CO :10 __

noc _' 10 a1111-...lco (-.11 _ oU .. ~1

-------------------_._-----_.---------

(- +p

<- -p

~- ...
IIljeccecl -

1:1.:11 0.110

•
.... 40•• 02
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H£IGHT ,/ 1.l!J8B
6

2

GORL CALIBRATION CURVE
81/29/95

.B8-75.758 BI-19835 B2-72

3

1

B"'"0=------~·-.0+-5-----.-+1-----. ~15-------I.2

•
Concentrations in report are calculated from equation:
HEIGHT .. BO + B1 lOG/MI.) + B2 lOG/MI.) "'2
obtained by least-squares fit of standard injection data.
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Daca cu.: LlIIJU
.. _ cu.: caLva

........... , H·01U
__ 1•• : 001

ea.w--oc: no--_..._-------_ ..._---,------------__1.-...
Dace. 31 oJul 1111 11.02

lAeare_: 7n

cal. _. 07/31/11

Aaal~' a~
_1 •• A

000180

-_.,._--------_._-------, _------_ .._--
1D8c.,...,C I va&I.AaI 2100.

ClI>l_. 1lU-300. 0.2_ Ill. 1._ tIC ClI>l_ ~. n IIecalrlI

lcue ~-ti_ ldeg---..I. 211e: ..... *1d (.. -..AI. 1
~ bce ldeg/aial. lie: _ ~-T_ ldeg-..I. JlO e:-17
ft"'lI 11_ I' _ U-I. .. lAj _ ~. 211
Pl__ ce/_: 2.11111_ IpliC bCI.o ...

Dac l-Type " ~: _/200e: DaC 2-Type " ~ ...

• 101; cs-..: a co 30 a:lDucaa
Ploc _, 10 a1lli~lca (-.U _ oeeMcl

+p
+--p

-Area

0.000"00 .000"'0 1.00

--111:.

1.00

•
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De" tu.: WWM
.._ tu.: ClQAZ.1IlI

au _: '.-0162

..... 1..... ' 001

~~, norgm'I9nO!!

000181

-_ __ .- _..__.__ .._---_ .._._----- .._~._..
..... 1. _: IIA

De~: 31 Ju1 Uti 10'37 .. _:_va
lDull'f .... : 107 cy.:l":

cal. a.n.: 071311t1

~YI'~ • .,.~

0..-1.: A.-._._-_ ..__ .-,..---------~--..--_._-_ ..--_._._ ..
lDaC~t.: VMLUI JIOO.

c<>1_: llU-aoo. 0.3:1_ m. 1._ df c<>1_ ~"o "Uno

'Uft ,,--T18e Cdeg-lliBl: US C ..... 1ID1d ldeg ..... ) , 1

h'ognoa bee Ideg/a1lll, lOC .... ft .. -,,- Ideg-e1Dl: 310 C-17

ft'OlI .~ C' or L1Dear1: _ lDj _ "-, au

.1__ u/_. 3.1a1/_ ,,11~_10' ...
De~ I-Type. T_, _/ZOOC De~ a-Type. "-, .,.

.lot. t.i.__ ~ 0 co 20 ai.Dut. ••

'1~ _: SOm.1U....1u C-.17 _ oUNel

------------_._------------,---------

<- +p

+--p

- 901--.

(al)

13.37 a.no .. oo .U'''03 S.oo

•.....
ft.

"lI

-'-d

S.oo 0.010
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Type:

rlau fU.. UIJA7
.. &bodfil •• -.va

rprnrISAnPN

ua_: H-01U
__ 1...... 001

ea.w-o-t. no--,---------,--_ .._----

000182

,------_ ..--,--~.-....
rlau: 21 JIll un 11.12' .. &bod:-.".

lIIul<f_ , 701 c:yc1..• 7

c:a1. _: 07/21/n

.IIIa1yllt .,. -!l
~ll.A.._-,..-_.._-....._---------------- .._--- ..-

~t. VJlUAII 2100.

Cl>1_. ftX-200. 0.2_ Ill. 1._ df Cl>1_ ~. 10 "ten
IUft ~-Tbe C"'-.1DI. 211 e IID1d ."'-.1DI. 1

~ aau .",/oWll. loe _ Tbe'~ -.1DI. 210 e-n

ftag I~ II or ~I: ... 111' ~ ~. 211

Pl_u/_. 2.s.1/_ IpUt aaUo....
Dot i-Type "~I 1aI/200e Dot 2-~ ,,~: ...----,------------------------------
Plot U-. 0 to 20_U.
.1ot _. 10 aj,l1holU I·.U _ offMti

(- +p...
-p

-- 901--.

(1111

U.31 2."01.00 1.00

•--ft.
1.00 0.010
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000183

1lIlt.a filo: L3IIJAI

...~ fUo: _va

Type: rgmrISlJIpN

ua..-r: 14-0142

--,011' .. 001

~~: no-----_ ...----------------_.. --._-
__ 10-' M

1lIlt.a: 21 J\Il UII It.lI

la~orf_: 107

_. QQAL\ho

eyel .. : 1

cal. Qaz9o: 07/21/11

llDa1Y11~ • ".~
00-1.: ...-----_._--------------- ..,..••---_.,

~t.: vaa1U 1&00,

COl_: 1ID-200. 0.1_ m. 1._ df COl_ ~. 10 1I0~on

'taR -r-p-~ ,,,,-.1AI. nl e ~ 1ID1d' ... ·m.". 1
~ bt.ll ,,,,/lI1AI. lOe -..s ti_-~ 'dog-lI1AI. 210 e-n
Prog ''- (I _ r.a-I I M laj ~ ~. 211

Pl_~o/_. 1.0.1'- lp1i~ bUo....

llIle 1-Type .. ~. 1CD/100e llIle 2'Type .. ~I M-....--..._----------_.,-------_.
noe U_.: 0 eo 30_
noe _: 10 ml1b"lu '-.14 _ Dff .. ~1

~-p

+p

•-ArM

Volu.e

'ul

12.17 2.120"00 .2 ..1....0J 1.00 1.00 0.010



TR34 95 111
~u til.: LaWAI
.. _ fU.: ~".

1IllIl_. H-D1U

__ 1. lID, DDl

~&. na

000184

._-------- .._._---- ..----._....---.- ...
__ 1. _ • .,.

~&II' 21 oJU1 1"1 1I.U

1Il&.I'f_: 701

cal. QarN: D7/21/11

~YII& • n.!J
_le,A-------------- ..--._.-- ...._..--.---_.--

lDa~~: VUl.UI 310D,

ClI>l_. 1ID-2DD. D.2_!D. 1._ df ClI>1_ --=... "UIZa
__ ~_-~ 1",-1. 211 C __ IID1d ldelr..u.al: 1

ft'D!rna b&ll (",/Cial. lIC _ ~-~ ldelr..u.al: aiD c-n
hOlI 81_ I' or ~I. M Ill:! ~ ~. 211

Plawa&ll/_: 2.'-1/_ _..11& bUD: M

1lII& 1-~ • ~_. R11/2DDC 1lII& 2-~ • ~I M

UO& u..., D &0 2D _&M
'10& _: 10111111",,1&11 (-.11 _ oU .. &l

+P....
-p

ClaIIpcNad- Vol ...-- (1111

12.27 2. 77D.. DD .2U"" I.DD

•
I.DD D.DID
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Daca fU.: L3IJAU
.. ~ fU.: ClQALYa

!9IUusanON

ua_r: '.-01.2
~ .... : 001

a:..--&: PIG

000:185

._-_._ _.--._--------_.,-------- ..-
__ 1. _: IIA

Daca: 21 JIll 1115 20:11 "'~I CIQAL9a

lIlurf_: '" l:y<:1": 12

cal. _. 01/28/11

~Yw&: n~
o.-le: ...------------_._------_.~..._--_._._--.

1DIu.-&: YllUJlII JlOO.

Cl>1_. ~-200. 0.3_:ED. 1._ df Cl>l_ ~'IO .. &.n

ecar& ~-T1.. 1... -..1: US I: __ 1101. C......... l' 1

hagna b&. 1... /aiDl' lOl: _ T18e-~ ldeg ...... l. UO e-11

ft'og e1Gpe Ie or 1oUlear1. IIA Ill:! ~ ~' us

P1-.&./Gee. 3.1a1/_ 81'11&"&10 ...
0.& l-Type • T_, -al/300e Dat 2-Type • ~' IIA........-_._.-----------._--------
Plot. c~.: 0 co 310 lI1J::IuUe
.10& _: so lI111b..1U 1-.01S _ off.. tl

~- +P

--
13.31 ...... 03 S.OO

•
S.OO O.lOO
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IIaU tu.. UIoJAU

.._tu ••~",.
Typ.. ronrnc;anpN

au _. ,.-oua

~.II' .. 001

~~. no--------_.-.------------,-------,__ 1. _. U.

lIau. 21 o7ul 1"1

1IIUd_. '70'7

_:~".

cyo:l", n
---- 0 - 0 ---

...-lyu :
e.-l ••

cal. __ ,

ft~
A

lu~~1 VMUII 2100.

CDl_. IID-aoo.0.1_ m. 1._ dt CDl_ ~I 10 .. ~
IUft ~-~ 1"'1lDI I 211 e __ 1ID1d 1..,-.1DI. 1

ftagna aa~ 1...,/mall loe _ ~-~ I",-mal. 210 e-n
tng I~ II 0" ~II D 111:1-.: ~I all

.1_~/_' 1.1II1~ 8pll~ aauo. u.
Do~ l-Typ. 6 ~I _/100C: Do~ a-Typ. 6 ~I U.

0'7/21/"

000186

.loc t.1_ •. 0 to )0 ........

•1~ _. 10 a1l1b ..1U 1-.011 _ ott.. ~l

-------------_._------------------

+P...
-p

--
n.l'7 1.'7101+00

Vol~

CIllI --ft.
1.00 1.00

..
Added

0.100

•
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ooo~a7

!Ia... ru.. WCoJAU
••_ ru•• ~",

rgcrtrrenRN

... _ ... "-0142

· __ 1. lID: 001

~c: no......................................................... ....................__1.-. M
Dat:a: 21 Ju1 1•• 1 2114'

lar.arf_. ~01

cal. _. 07/ZI/U

AaalyR • oJII .t!I
_d •• A----_ -------------------_ -

lII8~C I VU%U' 2100,Cll>l_. 1ID-200. 0.2_ Ill. 1._ df Q>1_ ~. 10 .. _

8r.arc r-p-u- ldeg-.ual. 2:1.1e IID14 1..... -.11>1. 1
~ ..... 1..... /a1DI. 10e _ U--~ ' -.11>1. 250 e-l?

ft"!J 81_ ,. or ~I, .,. laj ~ ~. 211

P~"'/_' 2.aa1/_ ...liC "caD. M
!lac l-Type • r-p. 8Ql/200C !laC 2-Type • ~. M

..._----------_._---------------------
Plocc>-. 0 co 20 _ ....

P10c _, 10 ullh ..1 '-.11 _ oU .. cl

+p

.-
·

-
_ GOAL

-p -

·-
·
-
-
- •.... Vol ... 8- ug

.. lgbc lall ft. Added-......
12.27 1.00 1.00 0.250
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1'ype:

Clau £11.. WIJU5
.. _fil.: ~_

mm"5j&U""

au...-zo: ••-OlU__1.... : 001

~:no

000188

----_ .._---------------------_ .._--__ 1. _: 11&

Clau. 21 o7\al 11" 22:15

lDUI'f ... t" 701

cal. _: 07/21/"

.aa.lYl'~ : n.-!l
c::bUII.-11: A---_ ..~-----,----------

~UO-~. VUUII 2100.

CDl_. 1ml-200. 0.2_ Ill. 1._!If CDl_ ~: II "~.n
IUft ~-~ C.... -.1D). US e __ -..lei C.... -u.al: 1

~ .. ~. C.... /UIl). loe _ Ti_-~ C.... -.1DI: no e-n
ftag 11_ II or 1oiAu1"1. 11& lD:I _ ~. 215

.1-.ul_. 2.1a1/_ "'1i~..uo. 11&

Da~ 1-1'ype • ~: _/200e CIa~ 2-1'ype • ~l .,.----------------, -----------,---
.1oc t&-.: 0 &0 ~o aiDuce.
P1~ _: AD .il1h ..1~ 1-.012 _ off.. e)

t.........
\-
c

~- +p

~- -p

~- - -"'igb~
Vol..-

(all

13.37 ::z • .,10•• 01 5.00

-

-
-
--

GOAL--
-
-

-
-

•---ft. ..
AcIdtoel

5.00 0.100
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_ fU.. WWAII
•• _ fU.: maL'"

1YPe:

IUlIl .-zo: '.-0162

~. 110. 001

~:nG._--_.._...---_ ...._.'---_.
~.-: IlA
Dace. 2a J\&l 1"1 22•• 0

lDce.-f_: 701

cal. aa-. 07/2./n

ADelyac : oJII-t
a..-U: A---..---_._-----------_.,-- --------

lDee-c. VAaUII JlOO.

0>1_. 1ID-200. O.U_ Ill. 1._ df CDl_ ~: 10 "un
'een ~_-U- '....,11AI. 211 e __ 11014''''''11AI: 1
~ bce ,....,/ual: 10e _ u--~ ''''''11AI: 210 e-n

hog'~ I' _ U-I. !IlL 1IIj _~. 211

.1__ c./eu. 2.&.1~ lpliC bUo ....

Dec l-1YPe • ~: .al/200e DeC 2-1YPe • ~: !IlL

--,-------------- 0 -_.'----

'loc ct_.: 0 CO 20 _cell
t10c _: SOailli""lce 1-.11 _ off_c)

+p ...
-p

•--
12.21 '.110"'0 100 S.OO 2.10
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~uacs- -of~ -gIR.._-----_ ....

0.110 6Iea.o

0.110 ••• 0.0

0.100 2110.0

O.lDO 2110.0

0.010 1210.0

0.010 lUO.O

O.OlD 2".0

O.OlD 27•• 0

0.001 127.0

0.001 122.0

a-c ....-.. calibnt.s- ~i_
.-zd CIne _ 07/21/11

"-OIU hzUfi-u-

111,.1 HDal _1 .111 .111~. - ~ V01_ ~. ~ ~ IcC._. ~. "igbc .- (.11 (III) .- -.I
_.

------------
001 no 2".0 0.0011 1.00 0.00 0.0011 O.OlD II.

001 .ro 2••• 0 0.001" 1.00 0.00 0.001" 0.010 ...,
001 no 2n.0 o.ooln 1.00 0.00 O.OOIU 0.010 1•• 1

001 .ro a:a6.o 0.0010' 1.00 0.00 0.0010' 0.010 ea.'

001 no .... 0 0.0201 1.00 0.00 0.020' 0.020 101.

001 no UI.O 0.01" 1.00 0.00 0.011' 0.020 ".1

001 no ll10.0 0.0." 1.00 0.00 0.01" O.GSO 17.1

001 no 2UO.0 0.0111 1.00 0.00 0.0111 0.100 11.1

001 no In.o 0.0221 100 0.00 0.... 0.100 12.'

II-DIU ..... 1••

III~ .iDal III ..... 1. .111
..... 1. - ~ Vol~ ~ "igb~ - -_. ~. ..igbc .- (QI .- (01 ._. .-

------------
001 no 0.0 0.00 1.00 0.00 1.00 1.00 0.00
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000191

Date ,,/ q /" 5
Analvst :i~zA,,' UtfiR
lnsm:unent f;/t--e s .if
Analytical Method Jl U ., 't -ISO

Notebook Ref p!'2. -165
Crop fw t <. lirYDpe I ,~~)

GC/MS Rl.;"'N SHEET

Compound'.-IGoctIoA,;;,.=L_' -------
Data Reduction Method_ ....Al~A _
Raw Data File_.,.t.AI¥-'a.8".S _
Date Extracted d -*.K -1J
Date Injected Jt.Lt -/~/,rC

~$~/kl,r
The preceding runefs) apply to the followinsz analvsis- . -
Inj. SID RARNo. Spl. Sample Sample Final Volume Fortification Notes

No (~glmL) No Component Weight (g) (mL) Level ()ig)

111 0·5 I
~ D. J I I
3 I D."~ I
01 I D.OZS I I I
5 I I '4 -D II 7 PrJl fr".'t- .;- I 2,5 Slk
6 I I I I o-us <:Dk.A
7 I I D·Z.S ~Dk8
S I I 41 I O./''Z-r e... I£.i:.
9 I q ~- 0100 DOS AI\(,
10 I I I 0'/21:' ~pJ(.A
11 ! I I o- Z. t"" -SPkA
I:! I 1/ I If It ()·b~S C,DJl. ,.
13 wM~
14 0,024>
15 O·D~ I I
16 e , , I I
17 0,5 I I
IS ---.J.
19 I ----~O -- I
21 ---- ~
1~ 1// I'/~.,- I I' '" ----"
24 I r--.
25 I t--..
26 I ---

November 199511
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Tur.e COO1'92
C:\HPCHEM\1\5972\TARGET.UThu Nov 09 10:41:22 1995

Mass 69.05 Mass 219.05 Mass 502.05
Ab 862840 Ab 976943 Ab 7741 EMVolts 1965 AmuGain 544
Pw50 0.56 Pw50 0.55 Pw50 0.57 Xray 34.2 AmuOffs 91

Emission 50.0 219Wid 0.001
MS Temp 175 TTI OFF
Vacuum 110 DC Pol NEG
Samples 8 Repeller 29.90

I
Averages 3 IonFocus 74.0
StepSize 0.10 EntLens 0.00

I
MassGain 142 EntOffs VAR
MassOffs 13 Filament 2

I i i

I
PFTBA OPEN

I I

!
I II
I

I
\

~I .I V\ )
, I I I66 71 216 221 500 505

Scan: 10.00 - 700.00 Samples: 8 Thresh: 100 Step: 0.10
300 peaks Base: 218.95 Abundance: 840448
1001

I .01
I 60 j
I 40 J

I
20 1

III ,t
1
1

I .! Io I
I

100 200 300 400 500 600 700

I Mass Abund Rel Abund Iso Mass Iso Abund Iso Ratio
69.00 773760 100.00 70.00 8631 1.12I 218.95 840448 108.62 219.95 37408 4.45I

i
501.95 6749 0.87 502.95 737 10.92

TARGET MASS:
DYNAMIC ENT OFFSET:

TARGET ABUND (%) :
ACTUAL TUNE ABUND (%) :

69
7.0

100.0
100.0

131
10.3
74.0
77.6

219
14.6

115.0
108.6

502
10.3

0.9
0.9
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--------- ---

000194

Goal
Response

6.00e+004 _

5.00e+004_

4.00e+004

3.00e+004_

2.00e+004_ ./

1.00e+004_

0 -.-_.....,.. __ .--_.....- .,..-__ ---

o 200
Amount

400

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

__ .. --J

Method Name: C:\HPCHEM\1\METHODS\GOAL1.M
Calibration Table Last Updated: Fri Nov 10 08:35:09·1995



TR 34 95 111 File
Operator
Acquired
Instrument
Sample Name:
Misc Info
Vial Number:
Abundance .---

35000

30000

25000

20000

15000

10000

5000

o
Time-->

C:\HPCHEM\1\DATA\N08S1.D
sz

9 Nov 95 5:35 pm using AcqMethod GOALl
GC/MS # 4

std 0.5ug/ml
C103195-2
1

000195

TIc: N01rS:r:-D

16.00 18.00 22.00 24.0020.00

GC.MSp INSTBUMENHDON

L Ins_ion: IlcwIell·PIc:Urd IlIlJCkI~890 Series II Gas
ClIJommoanPhImoc/cl S972 mass scl.'CIi~c <leteetor

b. CollllNl: RIlI·SO. (O.2S mm i.<I. x 30 m. 0.5 I'm film Ihickncss
c. Oven TcmpcnIUIe: /laid III 1000C for 2 min ..

\hen 10010210"CIllIO"C/min .. lhcnhllhI15min.
d. Injcclor TClIlJlCIIIlIR: 210"C
c. DcIa:lor TcmpmlUrC: )OO"C
r. Carrier Gas: Helium
J. CuricrGasFlo .. ~: 2.llImUmin.
h. HQd~: 20 Psi
i. Injection Mode: SpliUcss
j. Injcaiorl Liner: SiI.. izcd Sin,l. T811<r
k. Injcclor I'Iqc Delay: 1.0 min.
I. ScpIum PurJe; 2 mUmin.
m. In;cetion Volume: 2 1'1
n. 1000iDlion PolaItiII: 10 eV
o. EIccaon Muhiplicr VollaC.: 1900 10 2) 18 V
p. DwcIlTnne: 100_



TR 34 95 111 Calibraeion Lase Updated: Wed Nov 08 08:34:49 1995
Quantitation Report - Detailed

000196

Information from Data File:
File C:\HPCHEM\1\DATA\N08S1.D
Operator sz
Acquired 9 Nov 95 5:35 pm using AcqMethod GOAL1
Sample Name: std 0.5ug/ml
Misc Info C103195-2
Vial Number: 1
CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1.M

Quantieation Settings:
Reference Peak Window:
Non-Reference Peak Window:
Correlaeion Window:
Default Multiplier:
Default Sample Concentration:
Peak Type Decoding:

.10.00 Percent
5.00 Percent
0.02 Minutes
1.00
0.00
* -> Time Reference Peak

-> Manually re-integrated
-> Compound references ISTD X

m
OOX

~umber of Compounds in Database: 1

Time Reference Peaks:

Compound Expected RT Actual RT

C:\HPCHEM\1\DATA\N08S1.D Thu Nov 09 18:09:39 1995 Pagel



TR 34 95 III File
Operator
l>.cquired
;ample Name:
Misc Info
Vial Number:
CurrentMeth:

VVV';"-:J7

C:\HPCHEM\1\DATA\N08S1.D
sz

9 Nov 95 5:35 pm using AcqMethod GOAL1
std 0.5ug/ml
C103195-2
1
C:\HPCHEM\1\METHODS\GOAL1.M

Compound:
Ret Time:
Concentration:
Pk # and Type:

Goal
19.65
682.50
1 RTEINT used

Signal Ratios

I
I

19.47 19.96 I
----""Targee--l-

19.47 19.96 19.47 19.96
01 -----l"Ierged

Limits LimitsRT Reap Integ Type

Tgt
01
02
03

252.00 100.0% 19.65 19.22 95162 sys def
361.00 11.1 0.0- 22.0 19.65 to 10593 sye def

0.00 0.0 0.0- 0.0 0.00 20.21 0 sye def
0.001 0.0 0.0- 0.0 0.00 0 sye def

Response

1.00e+005

o __
o

Goal

-.---------_.---_._- .._.--.--.-------.

-- --_._---------
5.00e+002

Amount
1.00e+003

Response = 1.4ge+002 * Amt - 6.52e+003
Corr Coef = 0.993 Curve Fit: Linear

-----------_._---------------------_---!
C:\HPCHEM\1\DATA\N08S1.D Thu-Nov 09 18:09:48 1995 Page 2



---

rR 34 95 111
File
Operator
Acquired
Instrument
Sample Name:
Misc Info
Vial Number:

C:\HPCHEM\1\DATA\NOSS2.D
sz

9 Nov 95 6 :13 pm using AcqMethod GOAL1
GC/MS # 4-

std O.lug/ml
C103195-3
2

OOOl38

Abilliaanc""e,.------------....."..T'T'I.,..C":"";.....,NmomS:nS:!"2r..,.Dr------------

35000

30000

25000
.-•w

20000

15000

10000

5000

........... _---~---o
Time-->----------------------------------'16.00

i IlS:OO 24.00
i _

20:00 22:00



TR 34 95 111 Calibration Last Updated: Wed Nov OB OB:34:49 1995
Quanti tat ion Report - Detailed

000199

Information from Data File:
File C:\HPCHEM\1\DATA\NOBS2.D
Operator sz
Acquired 9 Nov 95 6:13 pm using AcqMethod GOALl
Sample Name: std O.lug/ml
Misc Info Cl03195-3
Vial Number: 2
CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1.M

Quantitation Settings:
Reference Peak Window:
Non-Reference Peak Window:
Correlation Window:
Default Multiplier:
Default Sample Concentration:
Peak Type Decoding:

10.00 Percent
5.00 Percent
0.02 Minutes
1.00
0.00
* -> Time Reference Peak
m -> Manually re-integrated
OOX -> Compound references ISTD X

~umber of Compounds in Database: 1

Time Reference Peaks:

Compound

C:\HPCHEM\1\DATA\NOSS2.D

Expected RT Actual RT

Thu Nov 09 lB:47:51 1995 Page 1



TR 34 95 111 File
Operator
~cguired
.iampleName:
Misc Info
Vial Number:
CurrentMeth:

C:\HPCHEM\1\DATA\NOBS2.Dsz .
9 Nov 95 6:13 pm using AcqMethod GOAL1

std O.lug/ml
C103195-3
2
C:\HPCHEM\1\METHODS\GOAL1.M

Compound:
Ret Time:
Concentration:
Pk # and Type:

Goal
19.65
119.45
1 RTEINT used

"

,I

iii i

19.46 19:96 ,

-,
!ip
i;J~..

!~\ -_._~_._~_.-
-__ --1 \__ ..~__ ..

19.46 19.96
Plergea

Signal Ratios Limits RespLimitsRT

ooozoo

Integ Type
Tgt
01
02
03

252.00 100.0% 19.65 19.22 11274 sys def
361.00 11.5 0.0- 22.0 19.65 to 1294 sys def

0.00 0.0 0.0- 0.0 0.00 20.21 0 sys def
0.00 0.0 0.0- 0.0 0.00 0 sys def

Goal IResponse

I0--.------- I1.00e+005_ .------- I.---- I-
ILJ

1

o _ ..:-
I'0 5.00e+002 1.00e+003

Amount

Response = 1.4ge+002 * Amt - 6.S2e+003
Corr Coef • 0.993 Curve Fit: Linear

C:\HPCHEM\1\DATA\N08S2.D Thu Nov 09 18:48:01 1995 Page 2



TR 34 95 111 .File
Operator
Acquired
Instrument
Sample Name:
Misc Info
Vial Number:

C:\HPCHEM\1\DATA\N08S3.D
sz

9 Nov 95 6:51 pm using AcqMethod GOALl
GC/MS # 4

std 0.05ug/ml
Cl03195-4
3

OOOZ01

35000

30000

25000

20000

15000

10000

5000

o
Time-->

TIc: NO"BSJ.D

~-~.---_ .... __ .__ ..--_ .._------- ..-.....-
22.00 24.0016.00 18.00 20.00

.--_. - .------------ ---------------



TR 34 95 111 Calibration Last Updated: Wed Nov 08 08:34:49 1995
Quantitation Report - Detailed

ooo~o,z

Information from Data File:
File C:\HPCHEM\1\DATA\N08S3.D
Operator sz
Acquired 9 Nov 95 6:51 pm using AcqMethod GOALl
Sample Name: std O.OSug/ml
Misc Info Cl0319S-4
Vial Number: 3
CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1.M

Quantitation Settings:
Reference Peak Window:
Non-Reference Peak Windbw:
Correlation Window:
Default Multiplier:
Default Sample Concentration:
Peak Type Decoding:

10.00 Percent
5.00 Percent
0.02 Minutes
1.00
0.00
*

·'umber of Compounds in Database: 1

m
OOX

-> Time Reference Peak
-> Manually re-integrated
-> Compound references ISTD X

Time Reference Peaks:

Compound

C:\HPCHEM\1\DATA\NOBS3.D

Expected RT Actual RT

Thu Nov 09 19:26:03 1995 Page 1



'TR 34 95 III File
Operator
~cquired
Jample Name:
Misc Info
Vial Number:
CurrentMeth:

000203
C:\HPCHEM\1\DATA\N08S3.D
sz

9 Nov 95 6:51 pm using AcqMethod GOAL1
std 0.05ug/ml
C103195-4
3
C:\HPCHEM\1\METHODS\GOAL1.M

Compound:
Ret Time:
Concentration:
Pk # and Type:

Signal Ratios

Goal
19.64
79.04
1 RTEINT used

• of; •••• ~._~ •..."....- ....

19.47 19.96
---Targe

19.47 19.96 19.47 19.96
-l"Ierged

Limits Limits Resp Integ TypeRT

252.00 100.0% 19.64 19.22 5254 sye def
361. 00 12.6 0.0- 22.0 19.65 to 662 aya def

0.00 0.0 0.0- 0.0 0.00 20.21 0 aye def
0.001 0.0 0.0- 0.0 0.00 0 eys def

Tgtl
01-
02
03

Response

1.00e+005

o ._...;.;..•.
o

Response
Corr Coef

..... _--- ..._-----------_._ .. __ ..

Goal

I
i·

5.00e+002
Amount

1.00e+003

1.4ge+002 • Amt - 6.52e+003
0.993 Curve Fit: Linear

C:\HPCHEM\1\DATA\N08S3.D Thu Nov 09 19:26:12 1995 Page 2



TR 34 95 111
File
Operator
Acquired
Instrument
Sample Name:
Misc Info
Vial Number:

C:\HPCHEM\1\DATA\NOaS4.D
sz

9 Nov 95 7:30 pm using AcqMethod GOALl
GC/MS # 4·

std 0.025ug/ml
Cl03195-5
4

000204

AI:iundance TIC: NOBS4.0

35000

30000

25000

20000

15000

10000

5000

o
Time--> 22~0016.00 1a:oo' 20:00·



TR 34 ,95 1.11
OOO~05

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 sz
Acquired 10 Nov 95 1:52 am using AcqMethod GOALl
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:
Non-Reference Peak Window:
Correlation Window:
Default Multiplier:
Default Sample Concentration:
Peak Type Decoding:

10.00 Percent
5.00 Percent
0.02 Minutes
l.00
0.00
* -> Time Reference Peak
m -> Manually re-integrated
OOX -> Compound references ISTD X

'lumber of Compounds in Database: 1

Time Reference Peaks:

Compound Expected RT Actual RT

C:\HPCHEM\1\DATA\N08S14.D Fri Nov 10 09:07:42 1995 Page 1



TR 34· 95 III
File
Operator
~cquired
Jample Name:
Misc Info
Vial Number:
CurrentMeth:

000206
C:\HPCHEM\1\DATA\N08S4.D
sz

9 Nov 95 7:30 pm using AcqMethod GOAL1
std 0.025ug/ml
C103195-5
4
C:\HPCHEM\1\METHODS\GOAL1.M

Compound:
Ret Time:
Concentration:
Pk # and Type:

Goal
19.65
30.45
1 RTEINT used

.....01····

19.40 19.90
·J:arge~

Signal Ratios Limits RT

l"lergea

Limits Reep Integ Type
Tgt
01
02
03

252.00 100.0% 19.65 19.16 2400 eye def
361. 00 12.6 0.0- 22.0 19.65 to 303 eye def

0.00 0.0 0.0- 0.0 0.00 20.14 0 eye def
0.00 0.0 0.0- 0.0 0.00 0 sye def

Response

S.00e+004._

Goal

[j

o --.Jj'-----------...------r--..,....-......--
o 200

Amount
400

Response. 1.26e+002 • Amt - 1.44e+003
Corr Coef 0.999 curve Fit: Linear

C:\HPCHEM\1\DATA\N08S4.D Fri Nov 10 09:06:51 1995 Page 2



TR34 95 111
File
Operator
Acquired
Instrument
Sample Name:
Mise Info
Vial Number:

C:\HPCHEM\1\DATA\N08S5.D
sz

9 Nov 95 8:08 pm using AcqMethod GOAL1
GC/MS # 4

94-0117-001
blk SW-5g FV=2.5ml
5

Abundance-------

35000

30000

25000

20000

15000

10000

5000

o
Time-->

rrc: NOS"S5':D

•..
..:J

16.00 18.00
-' _.- _. -- -_.- .

20.00

OOO~U7

22.00 24.00



TR 34 95 111 Calibration Last Updated: Fri Nov 10 08:35:09 1995
Quantitation Report - Detailed

000;;;08

Information from Data File:
File C:\HPCHEM\1\DATA\N08S5.D
Operator sz
Acquired 9 Nov 95 8:08 pm using AcqMethod GOALl
Sample Name: 94-0117-001
Misc Info blk SWe5g FVe2.5ml
Vial Number: 5
CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1.M

Quantitation Settings:
Reference Peak Window:
Non-Reference Peak Window:
Correlation Window:
Default Multiplier:
Default Sample Concentration:
Peak Type Decoding:

10.00 Percent
5.00 Percent
0.02 Minutes
1.00
0.00
*

~umber of Compounds in Database: 1

m
OOX

-> Time Reference Peak
-> Manually re-integrated
-> Compound references ISTD X

Time Reference Peaks:

Compound

C:\HPCHEM\1\DATA\N08S5.D

Expected RT Actual RT

Fri Nov 10 09:16:11 1995 Page 1



TR 34 95
File

IIIOper~tor
r..cquJ.red
.amp le Name:

Misc Info
Vial Number:
CurrentMeth:

C:\HPCHEM\1\DATA\N08SS.D
sz

9 Nov 95 8:08 pm using AcqMethod GOAL1
94 -0117-001
blk SW=5g FV=2.5ml
5
C:\HPCHEM\1\METHODS\GOAL1.M

000209

Compound: Goal
Ret Time: 20.06
Concentration: 12.30
Pk # and Type: 1 RTEINT used
# Qualifiers Not Satisfied

Signal Ratios

.'." . ', ......

.,..--------
i
I

Limits Limits Resp Integ TypeRT
Tgt
Q1
Q2
Q3

252.001 100.0% 20.06 19.16 110 sye def
361.00 0.0 0.0- 22.0 0.00 to 0 eys def

0.00 0.0 0.0- 0.0 0.00 20.14 0 eye def
0.001 0.0 0.0- 0.0 0.00 0 eye def

Response

5.00e+004

Goal

I
I-o ... .. ---....._

o 200
Amount

400

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



TR 34 95 III
File
Operator
Acquired
Instrument
Sample Name:
Misc Info
Vial Number:

C:\HPCHEM\1\DATA\NOSS6.D
sz

9 Nov 95 8:46 pm using AcqMethod GOALl
GC!MS # 4

94-0117-001
spka SW=5g FV-2.5ml 0.025ppm6 .

000:-:10

Abunaant:iie-----------~1,..,'In'C...-:::--II:N"'O...,8""S,.,,6-.,.D.---------------

35000

30000

25000 :

20000

15000

10000

5000

o
Time-->

)

16.00 lS:00 20:00 22.00 24;00



TR 34 95 111
Calibration Last Updated: Fri Nov ~O 08:35:09 ~995

Quantitation Report - Detailed
000211

Information from Data File:
File C:\HPCHEM\1\DATA\N08S6.D
Operator sz
Acquired 9 Nov 95 8:46 pm using AcgMethod GOAL1
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:
Non-Re-ference Peak Window:
Correlation Window:
Default Multiplier:
Default Sample Concentration:
Peak Type Decoding:

10.00 Percent
5.00 Percent
0.02 Minutes
1.00
0.00
* -> Time Reference Peak
m -> Manually re-integrated
OOX -> Compound references ISTD X

"umbe r of Compounds in Database: 1

Time Reference Peaks:

Compound Expected RT Actual RT

C:\HPCHEM\1\DATA\N08S6.D Fri Nov 10 09:18:27 1995 Page 1



TR 34 95 III File
Operator
Z>ocquired
.amp.le Name:

Misc Info
Vial Number:
CurrentMeth:

C:\HPCHEM\1\DATA\N08S6.D
sz

9 Nov 95 8:46 pm using AcqMethod GOAL1
94-0117-001
spka SWm5g FVa2.5ml 0.025ppm
6
C:\HPCHEM\1\METHODS\GOAL1.M

000212

Compound:
Ret Time:
Concentration:
Pk # and Type:

Goal
19.64
42.26
1 RTEINT used

Signal Ratios

!i
ii A

.;Ii'". J \,..1.1\..~,...,

19.4019.90
·~arge

Limits RT Limits Resp Integ Type

Tgt
01
02
03

252.00 100.0% 19.64 19.16 3890 sys def
361. 00 10.5 0.0- 22.0 19.65 to 410 sys def

0.00 0.0 0.0- 0.0 0.00 20.14 0 sys def
0.00 0.0 0.0- 0.0 0.00 0 sys def

Response

5.00e+004.

0.· ···e:

o

Goal

....e--

I
I

I.
200 400

Amount

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

C:\HPCHEM\1\DATA\N08S6.D Fri Nov 10 09:18:35 1995 Page 2



TR 34 95 III
File
Operator
Acquired
Instrument
Sample Name:
Misc Info
Vial Number:

Ab\iiffiance

35000

30000

25000

20000

15000

10000

5000

o
Time-->

C:\HPCHEM\1\DATA\N08S7.D
sz

9 Nov 95 9:24 pm using AcqMethod GOALl
GC/MS # 4

94-0117-001
spkb SW=5g FV=2.5ml 0.05ppm
7

000213

---------..1""'·I ....C.,....:-N08'Si~:------------

.-•.:t

•__ •. - "_0_._'------ ...

18.00 22:00 24.0016.00------------20.00



TR 34 ·95 III Calibration Last Updated: Fri Noy 10 08:35:09 1995
Quantitation Report - Detailed OOO:?J,4

Information from Data File:
File C:\HPCHEM\1\DATA\N08S7.D
Operator sz
Acquired 9 Noy 95 9:24 pm using AcqMethod GOAL1
Sample Name: 94-0117-001
Misc Info spkb SW=5g FV-2.5ml 0.05ppm
Vial Number: 7
CurrentMeth: C:\HPCHEM\1\METRODS\GOAL1.M

Quantitation Settings:
Reference Peak Window:
Non-Reference Peak Window:
Correlation Window:
Default Multiplier:
Default Sample Concentration:
Peak Type Decoding:

10.00 Percent
5.00 Percent
0.02 Minutes
1.00
0.00
* -> Time Reference Peak
m -> Manually re-integrated
OOX -> Compound references ISTD X

·lumber of Compounds in Database: 1

Time Reference Peaks:

Compound Expected RT Actual RT

C:\HPCHEM\1\DATA\NOBS7.D Fri Noy 10 09:19:34 1995 Page 1



TR 34 95 111 File
Operator
b.cquired
.ample Name:

Misc Info
Vial Number:
CurrentMeth:

OOU~J.5
C:\HPCHEM\1\DATA\N08S7.D
sz

9 Nov 95 9:24 pm uaing AcqMethod GOAL1
94-0117-001
spkb SW=5g FV=2.5ml 0.05ppm
7
C:\HPCHEM\1\METHODS\GOAL1.M

Compound:
Ret Time:
Concentration:
Pk # and Type:

Goal
19.64
82.39
1 RTEINT used

19.40 19.90- Ta:rge......--....L----n~---"'"----.:....-.:=::-::r--

;
"

..,~-,-
,

... - ..-._ ..~-
19.40 19.90

Signal Ratios Limits RT Limits Resp Integ Type
Tgt
Q1
Q2
Q3

I 252.00 100.0% 19.64 19.16 8952 aya def
361. 00 12.4 0.0- 22.0 19.65 to 1110 aya def

0.00 0.0 0.0- 0.0 0.00 20.14 0 aya def
0.00 0.0 0.0- 0.0 0.00 0 ays def

--_.- -------------------------
Goal

Response

....•
0. _

o

I
i
i
I
I
I,

I
I·

5.00e+004

200
Amount

400

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



File C:\HPCHEM\1\DATA\N08S8.D

TR 34 95 111 Operator sz 00021.6Acquired 9 Nov 95 10:03 pm using AcqMethod GOALl
Instrument GC/MS # 4
Sample Name: 94-0117-001
Misc Info spkc SWm5g FV-2.5ml 0.12Sppm
Vial Number: 8

Abundance TIC: NOBSB.D
""i

035000 ~

30000

125000 .,

20000

15000

10000

5000
-",,-- ..- ..,...-''\..

0 .....__ .--
I

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
Quantitation Report - Detailed

000;:17

Information from Data File:
File C:\HPCHEM\1\DATA\N08S8.D
Operator sz
Acquired 9 Nov 95 10:03 pm using AcqMethod GOAL1
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:
Non-Reference Peak Window:
Correlation Window:
Default Multiplier:
Default Sample Concentration:
Peak Type Decoding:

10.00 Percent
5.00 Percent
0.02 Minutes
1.00
0.00
* -> Time Reference Peak
m -> Manually re-integrated
OOX -> Compound references ISTD X

~umber of Compounds in Database: 1

Time Reference Peaks:

Compound Expected RT Actual RT

C:\HPCHEM\1\DATA\N08S8.D Fri Nov 10 09:21:59 1995 Page 1



TR .34 95 ur--"Operator
ll.cquired
.ample Name:

Misc Info
Vial Number:
CurrentMeth:

C:\HPCHEM\1\DATA\N08S8.D
sz

9 Nov 95 10:03 pm using AcqMethod GOAL1
94-0117-001
spkc SW~5g FV-2.5ml 0.125ppm
8
C:\HPCHEM\1\METHODS\GOAL1.M

00021B

Compound:
Ret Time:
Concentration:
Pk # and Type:

Goal
19.64
255.1B
1 RTEINT used

Mergea

I

!L Ii
---- ~-

Signal Ratios Limits RT Limits Resp Integ Type
Tgt
01
02
03

252.00 100.0% 19.64 19.16 30752 ays def
361. 00 11.3 0.0- 22.0 19.65 to 3485 sys def

0.00 0.0 0.0- 0.0 0.00 20.14 0 ays def
0.00 0.0 0.0- 0.0 0.00 0 ays def

Response
Goal

5.00e+004._
LJ

..................... - __ _._~---..
---

'J
i"1O_--'-.....;;.. ---,._'""'"'"':__ ,.;..-_..--_....--_..,.- __ -~-

o 200
Amount

400

Response s 1.26e+002 • Amt - 1.44e+003
Corr Coef = 0.999 curve Fit: Linear

C:\HPCHEM\l\DATA\NOBSB.D 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
sz

9 Nov 95 10:41 pm using AcqMethod GOALl
GC/MS # 4

92-0100-005
blk SW=5g FV-2.5ml
9

OOOZ19

JG5undance TIC: NOSs9.D

35000

30000

25000

20000

15000

10000

5000

o
Time--> 18.00

.--------------- .

20.00 22;00
,
24.0016.00 ---------------------------'



TR 34 95 111 Calibration Last Updated: Fri Nov 10 08:35:09 1995
Quantitation Report - Detailed

OOOZ20

Information from Data File:
File C:\HPCHEM\1\DATA\N08S9.D
Operator sz
Acquired 9 Nov 95 10:41 pm using AcqMethod GOALl
Sample Name: 92-0100-005
Misc Info blk SW=5g FV=2.5ml
Vial Number: 9
CUrrentMeth: C:\HPCHEM\1\METHODS\GOAL1.M

Quantitation Settings:
Reference Peak Window:
Non-Reference Peak Window:
Correlation Window:
Default Multiplier:
Default Sample Concentration:
Peak Type Decoding:

10.00 Percent
5.00 Percent
0.02 Minutes
1.00
0.00
•

"lumber of Compounds in Database: 1

m
OOX

-> Time Reference Peak
-> Manually re-integrated
-> Compound references ISTD X

Time Reference Peaks:

Compound

C:\HPCHEM\1\DATA\N08S9.D

Expected RT Actual RT

Fri ,Nov 10 09:30:34 1995 Page 1

--------

.•..~.... .



TR 34 95 111 File
Operator
~cquired
.ampLe Name:

Misc Info
Vial Number:
CurrentMeth:

C:\HPCHEM\1\DATA\N08S9.D
sz

9 Nov 95 10:41 pm using AcqMethod GOAL1
92-0100-005
blk SW=5g FV-2.5ml
9
C:\HPCHEM\1\METHODS\GOAL1.M

Compound: Goal
Ret Time: 19.37
Concentration: 12.33
Pk # and Type: 1 RTEINT used
# Qualifiers Not Satisfied

Signal Ratios

000;;:21

Integ Type

Tgt
Q1
Q2
Q3

252.00 100.0% 19.37 19.16 114 sys def
361.00 0.0 0.0- 22.0 0.00 to 0 sys def

0.00 0.0 0.0- 0.0 0.00 20.14 0 sys def
0.00 0.0 0.0- 0.0 0.00 0 sys def

19.40 19.90
"J:arge~

Limits Limits RespRT

Response
Goal

5.00e+004_
. -0-

O_~.~· _."J -,....--..---...--_...,....-_.,...._....,...._ ......._

o 200
Amount

400

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

C:\HPCHEM\1\DATA\N08S9.D FriNov 10 09:30:43 1995 Page 2
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TR 34 95 111 Calibration Last Updated: Fri Nov 10 08:35:09 1995
Quantitation Report - Detailed OOOZ23

Information from Data File:
File C:\HPCHEM\1\DATA\N08S10.D
Operator sz
Acquired 9 Nov 95 11:19 pm using AcqMethod GOAL1
Sample Name: 92-0100-005
Misc Info spka SW=5g FV=2.5ml 0.025ppm
Vial Number: 10
CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1.M

Quantitation Settings:
Reference Peak Window:
Non-Reference Peak Window:
Correlation Window:
Default Multiplier:
Default Sample Concentration:
Peak Type Decoding:

10.00 Percent
5.00 Percent
0.02 Minutes
1.00
0.00
• -> Time Reference Peak
m -> Manually re-integrated
OOX -> Compound references ISTD X

·lumber 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 File
Operator
~cquired
.ample Name:

Misc Info
Vial Number:
CurrentMeth:

OOO:~24C:\HPCHEM\1\DATA\N08S10.D
sz

9 Nov 95 11:19 pm using AcqMethod GOAL1
92-0100-005
spka SW=5g FVc2.5ml 0.025ppm
10
C:\HPCHEM\1\METHODS\GOAL1.M

Compound:
Ret Time:
Concentration:
Pk # and Type:

Goal
19.64
46.28
1 RTEINT used

---......,.....,....... .... ~. i"" ••
19.40 19:90

LimitsSignal Ratios RT

1\. _ .... _.• '_
,,", '--' ... -'- . --

Limits, Resp Integ Type

Tgt
01
02
03

252.00 100.0% J.9.64 19.16 4397 sys def
361. 00 13.5 0.0- 22.0 19.64 to 592 sys def

0.00 0.0 0.0- 0.0 0.00 20.14 0 sys def
0.00 0.0 0.0- 0.0 0.00 0 sys def

Response

5.00e+004 ..

o .._--.•

Goal

.--a---
»>

.--

400o 200
Amount

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

C:\HPCHEM\1\DATA\N08S10.D Fri ·Nov 10 09:29:46 1995 Page 2
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TR 34 95 III
File
Operator
Acquired
Instrument
Sample. Name:
Misc Info
Vial Number:

C:\HPCHEM\1\DATA\N08S11.D
sz

9 Nov 95 11:57 pm using AcqMethod GOALl
GC/MS # 4

92-0100-005
spkb SW-5g FV-2.5ml 0.05ppm
11

000225

Abundan-CEf---- ---------..T .....lnoC...,:---."N...O"'8~SJ:r.'D~------------

35000

30000

25000

20000

15000

10000

5000

o
Time-->

- --------

- _----_ ..----" ._--.-.- _- .._------
._----._ .._-------------- -------- .......--:----

16.00 18.00 24.0020.00 22.00



TR 34 95 III Calibration Last Updated: Fri Nov 10 08:35:09 1995
Quantitation Report - Detailed

000226

Informacion from Data File:
File C:\HPCHEM\1\DATA\N08S11.D
Operator sz
Acquired 9 Nov 95 11:57 pm using AcqMethod GOAL1
Sample Name: 92-0100-005
Misc Info spkb SW=5g FV-2.5ml 0.05ppm
Vial Number: 11
CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1.M

Quantitation Settings:
Reference Peak Window:
Non-Reference Peak Window:
Correlation Window:
Default Multiplier:
Default Sample Concentration:
Peak Type Decoding:

10.00 Percent
5.00 Percent
0.02 Minutes
1.00
0.00
* -> Time Reference Peak

-> Manually re-integrated
-> Compound references ISTD X

m
OOX

'lumber of Compounds in Database: 1

Time Reference Peaks:

Compound Expected RT Actual RT

C:\HPCHEM\1\DATA\N08S11.D Fri Nov 10 09:31:38 1995 Page 1



TR 34 95 111 File
Operator
~cquired
;ample Name:

Misc Info
Vial Number:
CurrentMeth:

C:\HPCHEM\1\DATA\N08S11.D
sz

9 Nov 95 11:57 pm using AcqMethod GOAL1
92-0100-005
spkb SW=5g FV=2.5ml 0.05ppm
11
C:\HPCHEM\1\METHODS\GOAL1.M

Compound:
Ret Time:
Concentration:
Pk # and Type:

Goal
19.64
85.98
1 RTEINT used

Signal Ratios

19.40 19.90

000227

Integ Type

Tgt
01
02
03

252.00 100.0% 19.64 19.16 9405 aye def
361. 00 11.5 0.0- 22.0 19.65 to 1084 aya def

0.00 0.0 0.0- 0.0 0.00 20.14 0 aya def
0.00 0.0 0.0- 0.0 0.00 0 aya def

-.'"r

19.40 19.90--"Targe-.=---.l..-----..,.,..,,----'---.ar==o;:r---

Limits Limits RespRT

-_. -- -_._- -----------------------------,
Response

5.00e+004

Goal

-J

•0 .

o 200
Amount

400

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

.-..._-_._----------------------_--1
C:\HPCHEM\1\DATA\N08S11.D FriNov 10 09:31:42 1995

I'
I
I

Page 2



TR 34 95 111
File
Operator
Acquired
Instrument
Sample Name:
Misc Info
Vial Number:

C:\HPCHEM\1\DATA\NOSS12.D
sz
10 Nov 95 12:35 am using AcqMethod GOALl

GC/MS # 4
92-0100-005
spkc SW-5g FV-2.5ml 0.125ppm
12

00022B

TIC: NOBS12.D

35000

30000

25000

20000

15000

10000

5000

o
Time-->

1•

j

._-------- L_....-.-.-----·-.-···-··----, I
. 20: 00' 22 :00 ' 24 ;00 ~

. ,
16.00 lS:00



TR 34 95 III Calibration Last Updated: Fri Noy 10 08:35:09 1995
Quantitation Report - Detailed

OOO~29

Information from Data File:
File C:\HPCHEM\1\DATA\N08S12.D
Operator sz
Acquired 10 Noy 95 12:35 am using AcqMethod GOALl
Sample Name: 92-0100-005
Misc Info spkc SW=5g FV-2.5ml 0.125ppm
Vial Number: 12
CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1.M

Quantitation Settings:
Reference Peak Window:
Non-Reference Peak Window:
Correlation Window:
Default Multiplier:
Default Sample Concentration:
Peak Type Decoding:

10.00 Percent
5.00 Percent
0.02 Minutes
1.00
0.00
* -> Time Reference Peak
m -> Manually re-integrated
OOX -> Compound references ISTD X

'lumber of Compounds in Database: 1

Time Reference Peaks:

Compound Expected RT Actual RT

C:\HPCHEM\1\DATA\N08S12.D Fri Noy 10 09:32:35 1995 Page 1



TR 34.95 111 File
Operator
~cquired
;ample Name:

Misc Info
Vial Number:
CurrentMeth:

C:\HPCHEM\1\DATA\N08S12.D
sz .
10 Nov 95 12:35 am using AcqMethod GOAL1
92-0100-005
spkc SW=5g FV~2.5ml 0.125ppm
12
C:\HPCHEM\1\METHODS\GOAL1.M

Compound:
Ret Time:
Concentration:
Pk # and Type:

Goal
19.65
269.02
1 RTEINT used

Signal Ratios

.. LJ.~--.__

I"lergea

000;';30

Integ Type

Tgt
01
02
03

252.00 100.0% 19.65 19.16 32497 sys def
361. 00 11. 4 0.0- 22.0 19.65 to 3689 sys def

0.00 0.0 0.0- 0.0 0.00 20.14 0 sys def
0.00 0.0 0.0- 0.0 0.00 0 sys def

I
I

...._.........-__~....l....._--_.•-~

Limits Limits RespRT

Response
Goal

5.00e+004
................... __ ._...__ ...._ ..._.._----..... '

0. ....,.-_--,-_-..-........--.-_--...._--, __ ...-__

o 200
Amount

400

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

C:\HPCHEM\1\DATA\NOeS12.D Fri Nov 10 09:32:44 1995 Page 2



TR 34 95 III
File
Operator
Acquired
Instrument
Sample Name:
Misc Info
Vial Number:

C:\HPCHEM\1\DATA\N08S13.D
sz
10 Nov 95 1:14 am using AcqMethod GOALl

GC/MS # 4
wash
na
13

35000

30000

25000

20000

15000

10000

5000

o
Time-->

TIc: NOBSI3.D

--- "'--_._ ... -.-_ ..-----
24.0016.00 18.00 20.00----------- ----------------



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\N08S13.D
Operator sz
Acquired 10 Nov 95 1:14 am using AcqMethod GOALl
Sample Name: wash
Misc Info na
Vial Number: 13
CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1.M

Quantitation Settings:
Reference Peak Window:
Non-Reference Peak Window:
Correlation Window:
Default Multiplier:
Default Sample Concentration:
Peak Type Decoding:

10.00 Percent
5.00 Percent
0.02 Minutes
1.00
0.00
* -> Time Reference Peak
m -> Manually re-integrated
OOX -> 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



TR 34 95 III

Compound: Goal
Ret Time: 19.85
Concentration: 12.42
Pk # and Type: 1 RTEINT
# Qualifiers Not Satisfied

,---r------
"'J'I:'r,.~f1I~Ll'~.'::"i."II" ::, : .. '

J

'IT ':' '11 Ii""" I

.. : :::- .,:.~;ll

File
.Operator
r..cquired
.ample Name:

Mise Info
Vial Number:
CurrentMeth:

C:\HPCHEM\1\DATA\N08S13.D
sz
10 Nov 95
wash
na
13
C:\HPCHEM\1\METHODS\GOAL1.M

000233
.

1:14 am using AcqMethod GOAL1

used

I
!
i
I

[ ...•....,-,~
I -.

19.40 19.90 19.40 19.90 : 19.40 19.90
Targe-=---.l.-.--- ..........-----J-P1erged

Signal Ratios Limits Limits Resp Integ TypeRT
Tgt
Q1
Q2
Q3

252.00 100.0% 19.85 19.16 125 sys def
361.00 0.0 0.0- 22.0 0.00 to 0 sys def

0.00 0.0 0.0- 0.0 0.00 20.14 0 sys def
0.00 0.0 0.0- 0.0 0.00 0 sys def

Response

5.00e+004

Goal

0. . _

o

Response
Corr Coef

200
Amount

400

1.26e+002 * Amt - 1.44e+003
0.999 Curve Fit: Linear

-_._- - _._----- ----------------------'
Page 2C:\HPCHEM\1\DATA\N08S13.D Fri Nov 10 09:35:27 1995



TR 34 95 111
File
Operator
Acquired
Instrument
Sample Name:
Misc Info
Vial Number:

C:\HPCHEM\1\DATA\NOBS14.D
sz
10 Nov 95 1:52 am using AcqMethod GOALl

GC/MS # 4'
std 0.025ug/ml
C103195-5
14

000234

JUSundance

35000

30000 _

25000

20000

15000

10000

5000

TIt: NOSS14.D

'7•13,

o
Time--> 16.00 1B~OO 20;00 24:00'



TR·34 95 111 Calibration Last Updated: Fri Nov 10 08:35:09 1995
Quantitation Report - Detailed

000235

Information from Data File:
File C:\HPCHEM\1\DATA\N08S4.D
Operator sz
Acquired 9 Nov 95 7:30 pm using AcqMethod 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:
Non-Reference Peak Window:
Correlation Window:
Default Multiplier:
Default Sample Concentration:
Peak Type Decoding:

10.00 Percent
5.00 Percent
0.02 Minutes
1.00
0.00
* -> Time Reference Peak
m -> Manually re-integrated
OOX -> Compound references ISTD X

'lumber of Compounds in Database: 1

Time Reference Peaks:

Compound Expected RT Actual RT

C:\HPCHEM\1\DATA\N08S4.D Fri ·Nov 10 09:06:42 1995 Page 1



TR 34 95 III File
Operator
~cquired
~ample Name:

Misc Info
Vial Number:
CurrentMeth:

C:\HPCHEM\1\DATA\N08S14.D
sz .
10 Nov 95 1:52 am using AcqMethod GOAL1
std 0.Cl25ug/ml
C103195-5
14
C:\HPCHEM\1\METHODS\GOAL1.M

Compound:
Ret Time:
Concentration:
Pk # and Type:

Goal
19.64
30.97
1 RTEINT used

I
I,

I;
Ii

!i

Signal Ratios Limits RT

~
!I
II~}l ~

,~N~"""'.-"·

Limits Resp Integ Type
Tgt
Q1
02
03

252.00 100.0% 19.64 19.16 2465 sys def
361. 00 13.3 0.0- 22.0 19.65 to 328 sys def

0.00 0.0 0.0- 0.0 0.00 20.14 0 sys def
0.00 0.0 0.0- 0.0 0.00 0 sys def

Response

s. 00e+004 _

Goal

.-,

200
Amount

o

400

Response. 1.26e+002 * Amt - 1.44e+003
Corr Coef • 0.999 CUrve Fit: Linear

C:\HPCHEM\1\DATA\N08S14.D Fri Nov 10 09:07:50 1995 Page 2



TR 34 95 III
File
Operator
Acquired
Instrument
Sample Name:
Misc Info
Vial Number:

C:\HPCHEM\1\DATA\N08S15.D
sz
10 Nov 95 2:30 am using AcqMethod GOAL1

GC/MS # 4
std 0.05ugjml
C103195-4
15

000;':37

Al5iiffiiance------------- .....T...l,...,.C...,:,...-NlT8S15-:,.D~-----------

35000

30000

25000

20000

15000

10000

5000

o
Time-->

--- - -------16.00 18.00 20.00 22.00 24.00

-..
o
~

---_ .._. -- ..- .. - .. -_._----_._---



TR 34 95 111
Calibration Last Updated: Wed Nov 08 08:34:49 1995

Quantitation Report - Detailed
000;':38

Information from Data File:
File C:\HPCHEM\1\DATA\N08S15.D
Operator sz
Acquired 10 Nov 95 2:30 am using AcqMethod GOALl
Sample Name: std 0.05ug/ml
Misc Info Cl03195-4
Vial Number: 15
CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1.M

Quantitation Settings:
Reference Peak Window:
Non-Reference Peak Window:
Correlation Window:
Default Multiplier:
Default Sample Concentration:
Peak Type Decoding:

10.00 Percent
5.00 Percent
0.02 Minutes
1.00
0.00
*

'lumber of Compounds in Database: 1

m
OOX

-> Time Reference Peak
-> Manually re-integrated
-> Compound references ISTD X

Time Reference Peaks:

Compound

C:\HPCHEM\1\DATA\N08S15.D

Expected RT Actual RT

Fri Nov 10 03:04:37 1995 Page 1



TR 34.95 111 File
Operator
~cquired
.ample Name:

Misc Info
Vial Number:
CurrentMeth:

C:\HPCHEM\1\DATA\N08S15.D
az .
10 Nov 95 2:30 am using AcqMethod GOALI
std 0.05ug/ml
CI03195-4
15
C:\HPCHEM\l\METHODS\GOALl.M

000;:39

Compound:
Ret Time:
Concentration:
Pk # and Type:

Goal
19.64
73.95
1 RTEINT used

Signal Ratios

19 :47 19.9619.47 19.96
-----rarge

Limits LimitsRT Reap Integ Type
Tgt
01
02
03

252.00 100.0% 19.64 19.22 4496 aya def
361. 00 13.3 0.0- 22.0 19.65 to 596 ays def

0.00 0.0 0.0- 0.0 0.00 20.21 0 aya def
0.00 0.0 0.0- 0.0 0.00 0 ays def

Response

1.00e+005

Response
Corr Coef

_ .. _- _.__ ._------------
Goal

5.00e+002
Amount

1.00e+003

1.4ge+002 * Amt - 6.52e+003
0.993 CUrve Fit: Linear

------ --1

Page 2C:\HPCHEM\1\DATA\N08S15.D Fri Nov 10 03:04:47 1995



TR 34 95 III
File
Operator
Acquired
Instrument
Sample Name:
Misc Info
Vial Number:

C:\HPCHEM\1\DATA\NOSS16.D
sz
10 Nov 95 3:0S am using AcqMethod GOALl

GC/MS # 4 .
std O.lug/ml
C103195-3
16

(..~ .....·.V

AOunaance·------------t ....l....C...,.:..."N...O....S...S....l"P'6-.D-------------

35000

30000

25000

20000

15000

10000

5000

16.00 lS:00'

i
i

I
I

!

o
Time--> 24;0020;00 22.00

- .. _ _ .
'.



TR 34 95 111 Calibration Last Updated: Wed Nov 08 08:34:49 1995
Quantitation Report - Detailed

Information from Data File:
File C:\HPCHEM\1\DATA\N08S16.D
Operator sz
Acquired 10 Nov 95 3:08 am using AcqMethod GOALl
Sample Name: std O.lug/ml
Misc Info Cl03195-3
Vial Number: 16
CurrentMeth: C:\HPCHEM\1\METHODS\GOAL1.M

Quantitation Settings:
Reference Peak Window:
Non-Reference Peak Window:
Correlation Window:
Default Multiplier:
Default Sample Concentration:
Peak Type Decoding:

10.00 Percent
5.00 Percent
0.02 Minutes
1.00
0.00
* -> Time Reference Peak
m -> Manually re-integrated
OOX -> Compound references ISTD X

'lumber of Compounds in Database: 1

Time Reference Peaks:

Compound Expected RT Actual RT

C:\HPCHEM\1\DATA\N08S16.D Fri Nov 10 03:42:53 1995 Page 1



TR 34 95 III File
Operator
~cquired
.iampleName:

Misc Info
Vial Number:
CurrentMeth:

C:\HPCHEM\1\DATA\N08S16.D
sz
10 Nov 95 3:08 am using AcqMethod GOAL1
std 0.1ugjml
C103195-3
16
C:\HPCHEM\1\METHODS\GOAL1.M

Compound:
Ret Time:
Concentration:
Pk # and Type:

Goal
19.64
106.49
1 RTEINT used

,
'\
.. !

J'lJergea

J~ rI-L_i
, ,', , , I " I

19.47 19.97 I
Ii' , iii'19.47 19.97

'!'arget:

Signal Ratios Limits RT Limits Resp Integ Type

Tgt
01
02
03

252.00 100.0% 19.64 19.22 9344 ays def
361.00 12.2 0.0- 22.0 19.64 to 1138 sys def

0.00 0.0 0.0- 0.0 0.00 20.21 0 sys def
0.00 0.0 0.0- 0.0 0.00 0 sys def

Response

1.00e+005_

Goal

o

--~--

O ....••

o 5.00e+002
Amount

i·

1.00e+003

Response z 1.4ge+002 * Arnt - 6.52e+003
Corr Coef • 0.993 Curve Fit: Linear

C:\HPCHEM\1\DATA\N08S16.D Fri Nov 10 03:43:02 1995 Page 2



TR 34 95 111

File
Operator
Acquired
Instrument
Sample Name:
Misc Info
Vial Number:

C:\HPCHEM\1\DATA\N08S17.D
sz
10 Nov 95 3:46 am using AcqMethod GOALl

GC/MS # 4
std 0.5ug/ml
Cl03195-2
17

OOO~43 .

Abundance TIC: NOBSi7. D

35000 ~

30000 .:

25000 :

20000

15000

10000

5000

o
Time-->

. ,:

..._----~.- --- ----------
16.00 18.00 24:0020.00 22:00

-_...... . .....--- ~.-.-..- ....-.



TR 3495 111 Calibracion Lasc updated: Wed Nov 08 08:34:49 ~995
Quantitation Reporc - Detailed

OOO~1~

Informacion from Data File:
File C:\HPCHEM\1\DATA\N08S17.D
Operacor sz
Acquired ~o Nov 95 3:46 am using AcqMethod GOALl
Sample Name: std 0.5ug/ml
Misc Info C103~95-2
Vial Number: 17
CurrenCMeth: C:\HPCHEM\~\METHODS\GOAL1.M

Quancitation Settings:
Reference Peak Window:
Non-Reference Peak WinddW:
Correlacion Window:
Default Multiplier:
Default Sample Concentration:
Peak Type Decoding:

~O.OO Percent
5.00 Percent
0.02 Minutes
1.00
0.00
*

'lumber of Compounds in Database: 1

m
OOX

-> Time Reference Peak
-> Manually re-integrated
-> Compound references ISTD X

Time Reference Peaks:
Compound

C:\HPCHEM\1\DATA\N08S17.D

Expected RT Actual RT

Fri Nov ~O 04:21:03 ~995 Page 1



TR 34 95 111 File
Operator
&.cquired :
~ample Name:
Misc Info
Vial Number:
CUrrentMeth:

C:\HPCHEM\1\DATA\N08S17.D
sz .
10 Nov 95 3:46 am using AcqMethod GOAL1
std 0.5ug/ml
C103195-2
17
C:\HPCHEM\1\METHODS\GOAL1.M

Compound:
Ret Time:
Concentration:
Pk # and Type:

Goal
19.65
45B.40
1 RTEINT used

:i
II

LimitsSignal Ratios RT

OOO~45

Limits Resp Integ Type

Tgt
01
02
03

252.00 100.0t 19.65 19.22 61774 sys def
361.00 11.2 0.0- 22.0 19.65 to 6923 sys def

0.00 0.0 0.0- 0.0 0.00 20.21 0 sys def
0.00 0.0 0.0- 0.0 0.00 0 sys def

Response

1.00e+00S_

Goal

0-

0_· ---"-'-----.---.--~r--.---.---..---.---r--

o 5.00e+002
Amount

1.00e+003

Response = 1.4ge+002 • Amt - 6.52e+003
Corr Coef • 0.993 CUrve Fit: Linear

C:\HPCHEM\1\DATA\NOBS17.D FriNov 10 04:21:10 1995 Page 2



TR 34 95 III

~PI)NSOP PIlOlOCOL NO.

DAILY STANDARD INJECTIONS ARE COMPARED
AGAINST TIlE CURRENT CALIBRATION FILE. nus FILE
IS GENERALLY BASED ON TIlE PREVIOUS RUN'S
STANDARDS. 11fE CALIBRATION FILE IS UPDATED
BASED ON mE RUN'S STANDARD, AND SAMPLE
ANALYSES ARE QUANTITATED USING TIlE UPDATED
CALIBRATION FILE·

j
\.

0000246


