I. IntrxeduczTion

The purpese of this report is to summarize the results =f
gas chreomatography-mass spectrometry (GC/MS) confirmation of
salacted so0il samples from metolachlor field dissipation stucdyw,
california-sSite C. Samples for GC/MS confirmation were provided

by Agrisearch, Inc., Frederick, Maryland after gas
chronmatography analyses using a flame ionization datectaor
(GC/FID) . Representative sample extracts showing positirTe

detections of maetcelachlor or any of the netabolites of
metolachlor: CGA-50720, CGA-40913, CGA-40172 or CGA-51202, we=p
analyzed by GC/MS using single icn zonitoring (SIM) approac=.
The screening leval for GC/MS confirmation was 0.lng/ul. ™his
report describes the procedure used and summary of data for GCO/=sS
confirmation of samples requested by Ciba-Gaigy Corporaticno,
Greensbore, North Carolina. Questions regarding the GC,/™S
confirmations mentioned in this report can be directed te James
E. Whetzel, EMS Laboratories, phone number 704/393-1853.

II. Experimental
A). Materials

1} Autosampler vials, 100 ul

2) Hexane (pesticide grade)

3) Gas Chromatographic Standards which were Erepared
£rom an Agrisearch, Inc. 25 ug/ml stack

: solution of metolachlor, aetabolites: CGA—401‘2,
’ CGA-40919, and methylated aetabolites: CGA-51202,
CGA~-50720.

3). Shizping

1) All extracts were shigped (in dry ice) over night

in coolers from Agr-sear_h *nc. to EMS
' Laboratories.

2) EZxtracts wWere accompanied by a sample tranmsmittal
form (chain-of-custedy) that had been filled out
by the person relinquishing the extracts. A signad
copy of this form was returned to Agrisearch, Inc.

J) Extracts were logged into the LIMS (Laboratory
Information Management System) and given unique
identification numbers. ZExtracts were st=red uncer
refrigeration until removal for analysis. All

' ) ratainer extracts wers Kept under refrigeration f=xr

90 days after issuance of final report. '
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C). Analytical Method
. Analyses were performed using a gas chronatoqraph/nass
spectrometar (GC/MS) in single ion monitoring (SINM)
mode to specifically detect and confirm the presence of
metolachlor and metabolites: CGA-50720, CGA-40172,
CGA-40919 or CGA-51202.

Ions usad for SIM analysis were chosen from mass
spectra produced by scanning from 35 to 500 AMU each
compecund of interest. For each compound, the five mos:
abundant ions greater than 100 AMU wvere chosen as the
group to menitor. The most abundant ion of the group
was chosen to be the quantxtatxon ion. (Ions less than
100 AMU were disqualified to minimize interferences).
Due to the close elution pattern and low sensitiv1ty
of CGA-40172 and CGA-51202, one group of four ions was
salected to xonitor both metabolites.

‘1) Gas Chrom

Instrument: Hewlett Packard 5890 Gas
Chromatograph
Column: Capillary J & W DB-5, G.25mm ID.
30m length, 0.25um fil=m
Injector Temperature: 285°C
Oven Temperatura: 180°C
Analysis Time: 19 minutes
. Carrier Flou: Helium at 1-2ml/min. at 10 psi
2) Detecteor coanditions
Detecnor: Hewlett Packard 5970 Mass Selective
Detactor in SIM mode.
Detector Temp: 2859
Multiplier Voltage: 2200 volts
Number of groups: 4

Group 1 ssar t/stop scan: 5.00/7.50

M/2 Cwell (MSEC)
Quant ion CGA-50720 114.1 100
146.0 1g0
ls2.1 ’ 100
163.1 : 100
221.1 - 100
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Group 2 start/stop scan: 7.56/10.00

' M/2Z . Dwall (MSEC)
' : : 146.0 100
160.1 : 100
Quant ion CGA~40919 161.1 100
188.1 100
233.1 100

Group 3 start/stop scan: 10.00/13.00

M/Z Dwell (MSEC)

146.1 125
Quant ion CGA-40172 162.1 125

220.1 125
Quant ion CGA-53202 248.1 i25

Group 4 start/stop scan: 13.00/1%9.00

M/2 Dwell (MSEC)
146.1 . 100
Quant ion Metachlor 162.1 100
211.1 . 100
238.1 100

240.1 100

Prior vo the analysis of extracts, known
' quantities of metolachlor and the metabolites

' of interest were injected to construct an
initial calibration curve for each compound.
Calibration curves for concentrationa between
0.10ny and 2.00ng were prepared by plotting
the concentraticn of tha standard versus the

- peak area of quantitation ion. Saccnd degree
equations of the curves were determined and
used in all low level calculations. Standards
containing metclachlor and each of the
metabolites of Intarest were analyzed
throughout the run to check the calibration.

4. RDatection Limits
The methed detection limit (MDL) was
‘determined by the method listed in 40 CFR Par:
136, App. B. Thae detaction limit reported for
the analysis is 0.1lng/ul. -
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galculation Ms

The ng/ul values found for each extract wvare
determined by the extarnal standard method.
The area of the quantitation ion of each
compound found was substituted into the’
appropriate saecond degrea aquation as :
detaermined by the initial calibration, and
ng/ul value was generated.

D. ‘Quality Contrel and Archiving of Data

1) All analyses were performed in compliance with Good
Laboratory Practices (40CFR, Part 160). All raw
data was audited and approved by the Quality
Assuranca Officer. :

2) All original raw data has been stored in the
archives at EMS Laboratories, 4132 Pompano Rd.,
Charlotta, NC 28216. Copies of raw data have
been provided to Ciba-=-Gaigy Corporation.
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