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Quality Assurance Statement
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Thiazopyr (RH-123652) is a herbicide developed for citrus, grapes, tree M

other crops. The CAS registry number of thiazopyr is 117718-60-2 and,j
chemical name is 3-Pyridinecarboxylic acid, 2-(diﬂuoromethyl)-5-(¢@dro-
sigof

1. Introduction

2-thiazolyl)-4-(2-methylpropyl)-6-(trifluoromethyl)-, methyl ester. I ecular
structure is shown below. This analytical method describes the a%

thiazopyr and its metabolite, monoacid, in water and soil. 2\

e .
_ , Ny~ C0, 0,
_ :
FiC

N~ "CF3H

Thiazopyr

2. Summary ) @

analytes are first separated
samples). Thiazopyr, whi

gas chromatography wi clectron capture detector (GC/ECD). The monoacid
in the aqueous phase acidified and partitioned into ethyl acetate.
Derivitization is perf d to convert monoacid to its methyl ester, thiazopyr.
After a Florisil ca lean-up, the monoacid, now in the form of thiazopyr, is
quantitated by D. The effectiveness of the analytical method is evaluated

iCluding control and fortified control samples, is expected to be
&1 and prepared for quantitation within eight hours.

eéa
@ d on the limited fortification data shown in Table 1 and 2, the average
overies for thiazopyr and monoacid in soil are 94.1% + 10.3% and 89.9% +
.7%, respectively. The average recoveries for thtazopyr and monoacid in water
are 100.5% =+ 8.3% and 96.3% + 7.6%, respectively. A confirmatory method using

@ GC/MSD was also developed. Fortification recoveries are compared between the

two procedures.
£
Q
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. An enforcement analytical method will be issued after more fortxﬁcatlon recoy, % '
( » © .data are available from the study sample analys:s L : _ \f ‘ _

3. Chemicals and Supplies
Diazald kit -

Diazomethane

Ethyl acetate (EtOAc), OPTIMA™ Grade

Ethanol (EtOH), 200 proof :

Florisil S - § '

Hexane, HPL.C Reagent . , @ Baker -

Hydrochloric acid (HC), ,' @ o

37% (12 N), Reagent Grade @ i Fisherl .
Tsooctane (10)  Fisher
i '

Methangl (MeOH), OPTIM % Fisher

Sodmm Chlonde (Na Eisher

Sodium Sulfate’( % - - Fisher

Sodium hydro aOH) ~ Fisher

- Thiazopy : " - Rohm& Héas '

S Lot PIT-9001-1445-A

Tm@?monoamd standard

ethy131lyld1azomethane (TMS)

@Vaﬂ:r MIlllQ

Rohm & Haas _
Lot HET-8912-1256-A

Aldrich, #36283-2

Laboratory
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e The folloWing solutions may be prepa're~d_ in advé.mcé,: | K g Q ! .
T O.4NlHCI,‘0.24I;IHCl, 0.5 N'NaOH, 0.01 N NaOH, 10% NaCl solution'} N7
N weight, 1:1 ethyl acetate/isooctane (EtOAC/O) by volume, 70% meth N .
.+ HCl by volume, 10% ethyl acetate/hezfane by volume, and 20% ethyl S
o acetatemexe'nqeby’volume. o . . % R
3 , . A‘n_y eql;ivalént éﬁp_pliers may bé-qsed aﬁerdeinénstratiné_;u@f B o
e &Y
Centrifuge Tubes (S0mL) . R Q%-ex e
Chromat_.ocg_rajph.ic Coluin;l (14.5 .cx‘nk-idj _ @ Pyre'x
. Glass Fiber Filter Paper o ©© - Whatnfan, #934-AH A
| " Filter Flasks (‘500.;;11_) L @ Pyrex y R
"!W - : : . Roﬁn& Bottr01':n.-Flask's, 24/40 % REEER Pyrex '- |
L (‘100,?50and..300{n1_) - @ e o
| R.c;taryEv-app-ra_td;'-"' “ : o “Bﬁchi._ r | "};i : ' |
VSeparato.ryFunnels -) ~. L b ‘, Pyrex j _. o et
' Stéﬁda:d.i_,aboratcg%quipmentf o | - Pyrex,' K'i.ma_x, TMet‘t‘ler ' '
(Balances,B@g 'ortex,andetc.'.)' B ..[ | '. S
_Teﬂon FE@M Botlles, 250mL, : .. VWR
W'ris. Shaker".'-- | -k _ "Burre!lt |
‘. : z@equiw}alem eqﬁiimiént 'me;y bé ﬁsed after demc;nstrating suitaibiiity. ’
O T E—
o 5 &Ana.lytical Prqéedqre_ . ’
& This' analytical method des.clri_bes-the anaiysis of fhiéiopyf aﬁd its xﬁetabolité;

o omree

- However, sample sizes and final volume can be varied depending on the expeéte_d ‘

@QQ monoacid, in water and soil. The recommended sample sizes are shown below.
analyte concentrations and the amount of sample available. The concentrations = -

.-{F_" .
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e : o and Volumes of some of the chemlcals such as NaOH, HCl dlazomethane an %
RV - ete,may also be mod1ﬁed to achxeve the best performance of the method.

L,

A full set of soﬂ or water samples 1nclud1ng control and fortlﬁed contrg
1s expected to be extracted and prepared for quant1tat10n w1th1n eight

L , ' ,_5.1‘7; Floleagram . | K oy V:;
; | A ﬂow dlagram of the analytlcal procedure is shown @

e SmlSample(lOg) - %

Ce T Extractlon (70% MeOH/04NHCl)an fon
R Water Sample(IOOmL) or xgact
: , ' S (ad_]usted to pH .

Hexane hquld/hqmd itjon (50 mL X 2)

R

' Aqueotlsph'ase % S Hexanephase o TR '
‘. Ad_]usted to PHQ X o Solvent evaporatlon e o

- Ethyl acetate partitioi@ﬂ mLx2) - GC quantitation for thiazopyr - , .

R - ‘ (1:1 EtOAC/IO) |

F column clean-up © - - e p
Q tOAC/heXa.r_le) :

¢ ‘l t . \ | - . . ' . ."' ) |
GC quantitation for monoacid - S
(1:1 Et0ACAI0)

FORM 4685 REV. 10/78
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52

' the sample and rinse the flask with 20 mL of the same extractiorr s

water. l
53 “Hexane Partition of Soil Eitracts aﬂd Water Samg.les 2 -

5.4 - Ethyl Acetat¥ Partition

Extracnon of Soil Sampies

and pass through the filter cake with vacuum. The extract is th
evaporated to less than 25 rnL Adjust volume to about 100

Measure 100 rnL of watér sample or transfe esoil extract sample from

5 2intoa beaker If requrred spike the wat@r-san pIe with the analyte(s) of
1 N NaOH for water '

50 mL of hexane and transfer to tHE Se) dratory funnel. Partition twice with
" 50 mL of hexane each time. Res g the aqueous layer. Combine the
- -hexane layers into a round botte ask and rotovap to dryness. Dissolve -
- the sample in an appropria 1 volume of 1:1 ethyl acetate/isoactane.
The final volume is usua 200 mL for'soil samples and 5 to 20 mL
for water samples. The s e is now ready for GC quantltatlon of

* thiazopyr. .

Sampleés at this
expected to bed
solvent frorp-eape

e aqueous phase from the previous_ step to a '2_5"0 mL beakerand -
pH 2 with 0.24 N HCl solution. Transfer to a 500 mL separatory
and extract twice with 100 mL ethyl acetate each time. Discaid the

mL centrifuge tube. Rinse the round bottom twice w1th 2 rnL of ethyl
‘acetate and add to the centrlfuge tube,

Denvmzatmn
Evaporate the ethyl acetate solutxon to about 1 mL by mtrogen Add about h
100 uL of MeOH and 1 mL of diazomethane or 0.5 mL trimethylsilyl-
diazomethane (TMS) until the solution turns yellow. Cap and vortex to

- mix. Allow to stand for at least 30 minutes and transfer to a separatory

" . FORM 4685 REV. 10/78
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Ce . ~ funnel containing 40 mL of MeOH anid 60 mL of 10% NaClL Pal'tltl %
e _ ' twice with 50 mL hexane each time. Discard the aqueous layer. Co Ks
R ' " hexane layers in a 250 mL round bottom ﬂask and evaporate to

approx1mately 5 mL . : : @

Nore Special care needs to be taken when making and ston%
dlazomethane Instructions ﬁ‘om the dzazald kit should be.cl followed

5:6‘ . Flons11 Column Clean—up , '_ ‘%\

Pre- actlvate Flomsﬂ 60-100 mesh, by heatmg in v or 24 hours at
200°C. Insert a small glass wool plug intoa %‘Ségm ID chromatographic
column and slurry pack the column with 15 tivated Florisil in
hexane. Top the column with approxunat of anhydrous sodium
sulfate Rinse the column with 20 mL of

. ask the- column again with 30 mL
L : S -0f 10% ethyl acetate/hexane. Dzs arththe washes. Elute the column with
SR - : 40 mL of 20% ethyl acetate/hexzmend collect the eluent in a 300 mL
) . round bottom flask.” Concentra@ent to dryness under vacuum at ~45°C
_. using a rotary evaporator. @ve sample in an appropriate final volume
.-+ +  ofl:l isooctane/ethyl ac e final volume is usually 50 to 200.mL
' - for soil samples and 5 to for water samples. The sample is now

ready for GC quantita the monoacid (converted to thlazopyr)

Nl

stable at room temperature If they are not
] ed right away, they should be sealed well to prevent .
. solvent _fr_o %,’u , :
6. In.strumentzition%

Gas chrom hy (GC) with an electron capture detector (ECD) is used for
quantitati e conditioné on an HP 5890 GC/ECD are shown below |

Samples at this s

~ RTX-5, 30metersx053mmIDx15umﬁIm
,, Sder gas: Helium
Q] oo 10.ml/min
@ jection Volume: - Sl
Injection Mode: Splitless
A Injection Temp: 250°C

& ECD Temp: o 300°C S
Column Temp: . .~ '160°C for 1.0 minutes, 160 - 260°C at 6°/m1nute

| @% o 260°C for 5 minutes

FORM 8685 REV. 10/78
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Under these condmons, the typical retention time for the thiazopyr is about 7. Q@

{/ \ | minutes. Control (untreated) samples are run concurrently with the analytical
: ] samples to determine the presence of matrix interference. A solvent blank ‘(c
' injected with the samples as part of an analytlcal set to confirm the clea <, of -
* the solvent used Q
‘ Smular condttrons may be used after demonstrating surtablhty :;
N g Analytlcal Standards - - | B %\5
' , Analytlcal standard solutions are prepared for fortlfylng matrices to
determine analytical recoveries and for cahbratmg the z&nse of the analyte in
the gas chromatographlc System.
71 Standard Stock Solutlons o ‘
100 pg/ml thlazopyr solution @ -
Weigh 0 0100 grams (weight adjusted ) of analytical grade thiazopyr
- into a 100 ml volumetric flask, dilute ume with ethanol and mix well to
insure complete dissolution. Thls OnS contains 100 pg/ml of tlnazopyr
(o 100 ug/ml ‘monoacid solutlon
&7 : :

- Weigh 0.0100 grams (weig ted for pur1ty) of analytical grade thiazopyr
monoacid into a 100 ml v tric flask, dilute to volume with ethanol and mix

well to insure comple ution. This solutlons contains 100 pg/ml of
monoacid. _ -
7.2 Fortiﬁcatio tlons
Samples wi rtlﬁed at different analyte levels. The solutlons used to fortlfy
control s e prepared in the followmg manner.

1.0p lution
Ps 0 mi the 100 pg/ml thiazopYr and/or monoacid solution into a 100 ml

etric flask, dilute.to volume with ethanol and mix well This standard
ams 1. O ng/ml of thiazopyr and/or monoacid. :

£

g% Pipet 10.0 ml the 1.0 p.g/tnl thiazopyr and/or monoacid solution into a 100 ml

volumetric flask, dilute to volume with ethanol and mix well. This standard

contains 0.10 pg/ml of thlazopyr and/or monoamd
Qs
Q)

¢ : . . .
o . o . . _ f g FORM 4685 REV. 10/78 '
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S 7.3 GC Calibration Standard Solutions

Concentrations of thiazopyr in soil and water can be directly cal Iate Dbased on
the calibration curve.

When the standard solutions used for quantitation of mon i owever, the

thiazopyr concentrations of the standard solutions are muyltipired by a conversion
factor. Therefore, concentrations of monoacid in soil ter can be calculated
directly from the reconstructed calibration curve for. cid.

Conversion factor =

Where MW is the molecular weight of m@@oael (382.4) and thiazopyr (396.4),

respectively. _ @
1.00 pg/ml solution @
W ’ Pipet 1. 00 ml of the 100 pg/ml Opyr stock solution into a 100 ml volumetric
S _ flask, dilute to volume with 1% AC/TO and mix well. This solution contains .
. 1.00 pg/ml of thJazopyr ed for the quantitation of monoacid, the
monoacid eqmvalent tlon of this solution is 1.00 x 382.4/396.4 = 0.965

ppm
0.10 pg/ml solun% % : . . ' L
Pipet 10.0 ml -\,‘ 1.00 pg/ml thiazopyr stock solution into a 100 ml volumetric

1

flask, dilutefot ume with 1:1 EtOAC/IO and mix well. This solution contains
0.10 pg/m iazopyr. This is the working solution. from which calibration
standay ions are made. When used for the quantitation of monoacid, the

mongavid-équivalent concentratio_n of this solution is 0.10 x 382.4/396.4 = 0.0965

ollowing is an example of calibration standard levels.. Concentrations other
the ones shown below also may be prepared and used. The range of
&concentratlons used in the method development is from 0.0010 to 0.010 pg/ml.
& When the standard solutions used for thiazopyr, the concentrations are listed in -
QQ' the column of Final Conc. Thiazopyr (ppm). When the standard solutions used for

monoacid, the concentrations are hsted in the column of Final Conc. Monoacid

[ ' . . ' .
Q) . ! FORM 4685 REV. 10/78
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'JEquatlon 1,

@ation 2,

i Vol. of 0.100 ppm ' Final* Final Conc. - . Final Conc
\ - - Std. Solution (ml)  Volume(ml)  Thiazopyr (ppm) Monoacid m
100 T o - 100 -0 10,0010 0,000
200 0 - - 100 St 00020 0.00 -
5.00 ,_ .o 100 0.0050 - 00@4 B
1000 - 100 ‘ 0.0100 C ,Q.OO 5 e
Dﬂute each of the detector calxbranon standards to a final VOI® 100 ml with .
llEtOAc/IO . - _ o
8. Calculations - S L R % L
. . . ) : ’ ,5 S
Sltandard.soluti'ons are prepared in the concentr ge of 0.0010 ug/mL to
- 0.010 ppm. If necessary, sample final volum ld be adjusted to givea
response within the standard curve range. L
| Standards and samples should be qlian i} ing peak areas or héights -
Construct a calibration curve with eve of samples A minimum of four
standards should be used for every@
<< 8.1 Rc51due Concentratlon %

%

sample weight, g

R

PR

In the case of thé%olite, monoacid is converted to thiazopyr for quantitation.

Since the calibiatign standards used for monoacid quantitation are already
translated acid equivalent concentrations (Section 7), equation 1 can be
used dire calculating ppm of monoacid in the original samples. .

ttification Recovery'

% recovery = [(ug/mL detected x ﬁnal volume. mL) - ug detected in controﬂ x 100
ug fortlﬁed

FORM 4585 REv. 10/78
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[ 83  Total Thiazopyr Concentration . V

When this method is used for residue analysis, total residue may be Iep
thiazopyr equivalent by use of equation 3.

Eqilation 3, . ‘ ' _ ' ' \f:;
Total ppm of Thiazopyr = ppm of Thiazopyr + (ppm of MO]‘I@\@ .04)

Where, &

Conversion factor = MW thiazopyr 396.4 = 1. 04%

MW monoacid 382.4 ?'

9, Results and Discussion
The limits of quaﬁtitation of this method (LOQ) A thiazopyr and monoacid are
0.010 ppm in soil and 0.10 ppb in water determi fortifications at these levels. The

limits of detection are 0.003 ppm and 0.03 pph{respectively. Based on the limited -

fortification data shown in Tables 1 and 2, As-average recoveries for thiazopyr and

monoacid in soil are 94.0% + 10.2% and i 2.7%, respectively. The average

: recovernies for thiazopyr and monoacid il\Watér are 100.6% + 8.3% and 96.3% + 7.5%,

= . respectively. An enforcement analyti od will be issued later when more
fortification recovery data are available\fi

Representative standard chro ams and curve on GC/ECD are shown in Figures 1-5.
Control and fortified sample atograms can be found in Figures 6-13 for soil and
Figures 14-21 for water. - ' o ‘

10.  Confirmat ocedure

A conformationp ‘ edure is developed to ensure the nature of a detected peak, if
necessary. T} i..;,- one by preparing the soil or water samples as described in section 5.
The final v ume’is usually 10 to 20 mL for soil samples and 1 to 2 mL for water
samples/iowever, the samples are injected to a gas chromatographic system (GC) with a
mass meter detector (MSD). The conditions on a Hewlett Packard 6890 GC with a

597§ are shown below.
er hese conditions, the typical retention time for the thiazopyr is about 8.7 mmutes

rol (untreated) samples are run concurrently with the analytical samples to determine
éq presence of matrix interference. A soIvent blank may be injected with the samples as

4
&

A

- FORM 4§85 REY. 10/78
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part of an analytical set to confirm the cleanliness of the solvent used. Slmllar condntn@%

may be used after demonstrating suitability.

| ' "~ © HP-5MS, 30 meters x 0.25 'mm @

Column:
ID x 0.25 pm film
Carrier gas: ~ Helium
Flow Rate: 2 ml/min for 5 min, decrea Umln
Injection Volume: 2ul
Injection Mode: Pulsed Splitless, 25 ps
Injection Liner: 2 mm ID cyclo dou e senneck sphtless
Purge Flow to Split Vent: 25 ml/min.
- - Injector Purge Delay: . 1 min
Injection Temp: 250°C -
Dwell Time: . _ 100 msec %
Transfer Line Temperature: 300°C @
Ions Monitored: 363 an
Column Temp: 120° minutes
- : 1202 C at 15°/minute
- , ' - Z@M 4 minutes '
Tables 3 and 4 show the fortification reco from the same sets of soil and water
¢ ' sampies on GC/ECD and GC/MS. Resu satisfactory. Representative standard
= chromatograms and the calibration c GC/MSD are shown in Figures 22-26.

Control and fortified sample chro% s can be found in Figures 27- 34 for soil and

Figures 35-42 for water.

- . ‘ ' FORM 4685 REV. 10/78
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Sample

Soil

Average

Table 1.

Fortification

Level (ppm)

. 001
- 0.01 -
- 0.05 -

0.05 -
0.10
0.10
0.01
0.01
0.05 ~
0.05- .
0.10
0.10

Analysis Date

Thiazopyr =~ Monoacid  Thiazop Q

11/11/97
11/11/97
11/11/97
11/11/97
11/11/97
11/11/97
11/11/97
1111197
11/11/97
11/11/97
11/11/97
11/11/97

11/10/97
11/10/97 -
11/10/97
11/10/97

11/10/97 <i:21 84.6
1uuyxé§§b 90.4
11ngg§) 111

90.7
93.7
91.2
89.3
94.7

- 94.1+£10.3

89.9+2.7
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Technical Report 34-97-175 : , 20 \v
Table 2. Recoveries of Thiazopyr’and Monoacid in w;

Fortification ' : o
Sample  Level (ppb) Analysis Date " Re %)
' Thiazopyr  Monoacid ’I‘hia& Monoacid
Water 0.1 11/04/97 - 11/05/97 104 -
: 01 11/04/97 11/05/97 99.8
0.5 ' 11/04/97 . 11/05/97 . 6 99.9 .
0.5 - 11/04/97 11/05/97 1.0 . 97.7
1.0 11/04/97 11/05/9@-95.7 98.1
1.0 11/04/97 98.8 108 -
0.1 = 11/06/97 - 105 100
0.1 - 11/06/97 105 100
0.5 . 11/06/97 .108 852
0.5 11/06/97 114 ' 86.5
- | 1.0 11/06/97 %/07/97 102 . 920
= o 1.0 . 11/06/9% 11/07/97 106 . 845

Average ‘% | 1005483 963%7.6

FORM 4685 REV. 10/78
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TR 3497-1/5 . Analys_is of Thiazopyr . : : @%
i P \ . " Run No.:1 |
e HP 5890 equ. with ECD. Column: RTX-5, 30 m x 0.53 mm x l.Szééi;f?

Carrier Gas: He, 10 mL/min. Inj, Temp.: 250°C,
Det. Temp. 300°C. Inj Vol. 5uL. Column Temp. 160°C for 7,
to 260°C at 6°C/min., hold 5 min.

Sample No:" NA - - _ ‘
Sample Info: RH-123652 standard, 0.001 ug/mL c1001szé§§§7

Injected on: 11/6/%7 ... .  9:19:13 AM @)
Method: NA Analyst: ER fR -
ADUTH, ADCT CRANNEL B {(TTUeS7RONA__UT.0] & . s
T o %
1400004 - . B ' %
120000 - @ .
100000
/ . 80000 -
= a
60000 -
40000 - E-E V
-
rc‘: -
4 . hA.
ZDOOOJ
0

8 mig

Ret. Tims@ompound' Name Peak Height Peak Area

(Min) Q {uV) (uv+*s)
‘ RH-123652 2035 11948

~]
~}
[N

% ) ' . FORM 4685 REY. 10/78



TR 34-97-175

_ Analysis of Thiazopyr
i ,} : C " Run No.:6
e HP 5890 equ. with ECD, Column: RTX-5, 30 m x 0.53 mm x 1.5

Det. Temp. 300°C. Inj Vol. SuL. Column Temp. 160°C for
to 260°C at 6°C/min., hold 5 min.

Vo

| @)

Carrier Gas: He, 10 mL/min. 1Inj, Temp.: 250°C. K§§§§;7 : ‘

Sample No: NA : ' '
Sample Info: RH-123652 standard, 0.002 ug/mL C10019

Injected on: 11/6/97 © 11:25:30 AM O
Method: NA Analyst: ER fR .
AUCTH, AUCT CHARNEL BT TOBE7RUNZ_U6.0)

WV T ' . ) ) . . . , %
140000 %%
120000 ' @

100000 - : : @
( : 80000 . <::;;7
60000 4 U : % ‘4
:
<: :) ‘ E
40000 4 <
! 5
‘ A
20000 :

Ret . Time@ampound Name Peak Height Peak Area

(Min)@ . (uv) (uV*s)
7.47 RH-123652 4291 | 20595

FORM 4685 REV. 10/78



TR 34-97-175 . __ - B @
' - Analysis of Thiazopyr - : N /—\

a . Run No.:10 V
HP 5890 equ. with ECD. Columa: RTX-5, 30.m x 0.53 mm x 1.5@

Carrier Gas: He, 10 mL/min. Inj, Temp.: 250°C. '
Det. Temp. 300°C. Inj Vol. 5uL. Column Temp. 160°C for @

to 260°C at 6°C/min., hold 5 min.
Sample No: NA: ‘ :;

Sample Info: RH-123652 standard, 0.00S ug/mL c1001gw

Injected on: 11/6/97 1:06:28 PM OZ

Method: NA . Analyst: ER {R
ADCTE, ADCT CRANNEL B {TTUS87\RUNF__TU.0} X
i S ' %
1400004 - %§
120000 . § o
. 100000 - : '
80000 -
~
60000 - g
: o
Z
e
40000 - 9
2
20000 §
0_ 8 mig -

Ret. Timpound Name Peak Height Peak Area
(Min) {(pv) (uv*s)

7.55 é é% RH-123652 9169 43810 -

FORM 4685 REV, 10/78




TR 34-97-175

§

<)

Analysis- of 'I‘hiazopyr

{/ -
Lt Run No V
HP 5830 equ. with ECD. Column: RTX- 5, 30 mx 0. 53 mm x 1.5
Carrier Gas: He, 10 mL/min. Inj, Temp.: 250°C.
Det. Temp. 3GO°C Inj vol. 5SulL. Column Temp. 160°C for T
to 260°C at 6°C/min., heold 5 min. V
Sample No: NA QQQ§7
Sample Info: RH-123652 standard, 0.01 ug/mL c10013§§§§9
1njected on: 11/6/97 2:47:26 PM - <<;1
Method: NA : Analyst: ER ff \
ADCTE, AUCTCHARNNELCE {7 'IU_|:ISIHUN§_14.U)
uv ' ;N%
1400004 @
120000 4 @%
" 100000 4 ) ; @
fwf - 80000 1 Q g
§
60000 @Z =
::.'
40000 %
1 ]
J P
20000 4 N
[ g falt ZQV 4 6 8 m

&

Peak Height

ompound Name Peak Area
' (pv) (uv*s)
RH-123652 19290 94527

0.010 ppm thiazopyr standard o GC/ECD.

FORM 4685 REV. 10/78
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— TR 3497175 - An.él‘ysis ofl ;‘hiazopyr | - ' Q%

C .. : Run No. C§§§7
HP 5890 equ. with ECD. Column: RTX-S, 30 mx 0. 53 mm x 1. 5@
Carrier Gas: He, 10 mL/min. Inj, Temp.: 250°C.
Det. Temp. 300°C. Inj Vol. S5ul. Column Temp. 160°C for
to 260°C at 6°C/min., hold 5 min. . %
Sample No: HBE-1

Sample Info: Blk, Sample Wt. = 10 g, FV= 50 mL

Injected on: 11/11/97 . 10:40:0¢4 AM Q

Method: NA ‘ Analyst: ER 8K<\
ADCTE, AUCT CHARNEL BTTTTT97RUNE 03D}

Wi : | - =N
‘ S
el &

120000 - o _ @
100000 . _ @

{ : ' 80000 -

4%@@

“—

Peak Height Peak Area‘
(uv) . ApV*s)

FORM 4685 REY. 10/78



TR 34-97-175 : |

s Analys:.s of Thlazopyr

e

Run No. ,
HP 5850 equ with ECD. Column RTX- -5, 30 mx 0.53 mm X 1.5
Carrier Gas: He, 10 mL/min. Inj, Temp.: 250°C.

Det. Temp. 300°C. Inj Vol. 5pL._ Column Temp. 160°C for
to 260°C at 6°C/min., hold's mln

Sample No: HB-1 .
.Sample Info: Spk A, Sample Wt.= 10 g, FV= 50 mL \V
: 0.1 ug added

Injected on: *11/11/97 11:05:23 AM

Method: NA Analyst: ER 8£ (\
; ADTT H, ADCY LHANNI:L B (TITTSARUNA_T3. 0T

140600{ ) SR -. ) o @'V

A &

1000060 4

- | ;booo-:l. | VV@

60000 -

. a
A
. ™
| : | -
400004 - 3 &
~
. _ o

o o /ey 4 & 8 ,-_,-,ml
“ '

Ret. Ti@@ompound Name Peak Height . Peak Area

FORM 4685 REV. 10/78




TR 34-97-175 _ . -
I : Analysis of Thiazopyr Q

‘ : . Run No.:8 /

HP 5890 equ. with ECD. Column: RTX-5, 30 m % 0.53 mm x 1.5
Carrier Gas: He, 10 mL/min. Inj, Temp.: 250°C.

Det. Temp. 300°C. Inj Vol. SuL. Column Temp. 160°C for
to 260°C at 6°C/min., hold 5 min. : S

0.5 pg.added

Injected on: 11/11/97- ' 12:46:26 PM
Method: NA ' Analyst: ER fR
AULTE, AUCT CRARNEC B{TTTYS7RUNE_U8.0] %

Sample No: HB-1 . f
Sample Info: Spk C, Wt.= 10 g, FV= 100 mL %%y

pv

140000 4 Q@
120000 - , .§
100000 4 B ' @

| 9
Q‘.W | sooo_o; ‘ %

= K e
4 &

| Q)
40000 4 L $ 3 g

A
6 8 min

Peak Height Peak Area
{uv) - " (pV*s)

FORM 4585 REV. 10/78



TR 34-97-175

e Analysis of Thiazopyr

et Run No.:12
HP 58590 egqu. with ECD. Column: RTX-5, 30 m x 0.53 mm x 1
Carrier Gas: Ee, 10 mL/min. _Inj, Temp.: 250°C.
Det. Temp. 300°C. Inj vol. Sull Column Temp. 160°C fo

to 260°C at 6°C/min., hold 5 min.
!

Sample No: E3-1 : w
Sample Info: Spk E, Wt.=10 g, FV=200 mL %

1.0 pg added

Injected on: 11/11/97 - 2:27:30 BM

Method: NA Analyst: ER (R
. AUCTH, ADCT CRARNNECE (T THI\HUNF:_'I <.J) ' NG

B 4 !

()

100000

N @?
Q

50000 - 2
: . (éé?} g
40000 ‘ ? g
| . A
20000 J L (\%\) ‘ .
0 4 6 8 _ﬂ'llEI
QL.
" Ret. Ti cmpound Name Peak Height Peak Area
(Min {uv) (uv*s)

FORM 4685 REvV, 10/78



TR 34:57-175 _
("‘*-‘ _ Analysis of Monocacid ( converted to Thiazopyr ) _

: ' Run No.:3
- HP 5830 equ. with ECD. Column: RTX-5, 30 m x 0.53 mm x
Carrier Gas: He, 10 mL/min. Inj, Temp.: 250°C,.
Det. Temp. 300°C. Inj Vol. 5uL. Column Temp. 160°C fo
Lo 260°C at 6°C/min., hold 5 min. ‘ : ’

Sample No:  HB-1 . ' ‘ \V
Sample Info: Blkl, Sample Wt. = 10 g, FV= 50 mL Qész
Injected on: 11/13/97 © 12:01:11 BM <i;l'
Method: NA Analyst: ER éR
AUCTH,ADTT LHAN.NEI. B (THISENRUNE_U3.D7 . h‘“‘w ‘
BV '
140000 - : ‘ i

120000 - . ' @
100000 - ' ;

« |u|

60000 -

—
E;iiz ‘

20000 - AN — _-
] O 4 § 8 mj
o |
Compound Name Peak Height

Ret. Tj Peak Area
(Mim . (uv) . (uv*s)
0.00 Q RH-123652 0 0 '
§§ :igure 10. Monoacid soil control on GC/ECD.

‘FORM 4685 REV, 10/78



S . L @
TR 34-97-175 S . %
| ~ QX
TS : Analysis of Monoacid { converted to Thiazopyr )

() | <§§57
. ] .
e Run No.

HP 5890 equ. with ECD Column: RTX- 5, 30 mx 0. 53 mm X 1.

Carrier Gas: He, 10 mL/min. Inj, Temp.: 250°(C,

Det. Temp. 300°C. Inj Vol. SgL. Column Temp. 160°C fo
to 260°C at 6°C/m1n ; hold 5 min. '

Sample No: . EB-1 é§§§7
Sample Info: Spk A1, Sample Wt.= 10 g, FV- 0 m%

0.1 ug added _
Injected on: 11/13/97 . 12:26:28 PM i:% v
Method: NA , Analyst R £R &
ADCT B, AUCTCHANNELCE [Ty WRUNY _ 02D ~
v ‘ %
140000 L o Q:\;
. 120000 4 - : @%
100000 : B _ @; A )
w | soooo vg :
60000 | . o
40000 e
: ’
20000 - — S I ‘
0 ST i & ; ~
Ret. Ti ompound Name Peak Height Peak Area
(Min {(uv) (uv=*s)
7.29 RH-123652 3239 . 15173

Fw&; I Soil sample fortified with 0.010 ppm monoacid on GC/ECD.

\ i . _ i FORM 4§85 REV, 10/78



TR 34-57-175

HP 5890 equ. with ECD. Column: RTX-5, 30 m x 0.53 mm x 1.

Analysis of Monoacid ( converted to Thiazopyr )

Run No.:8

Carrier Gas: He, 10 mL/min. Inj, Temp.: 250°C,

to 260°C at 6°C/min., hold 5 min.

Det. Temp. 300°C. Inj Vol. SuL. Column Temp. 160°C for@ <

0.5 pug added

Injected on: 11/13/97 2:07:34 PM

Sample No:  HB-1 V
Sample Info: Spk C1, Wt.= 10 g, FV= 100 mL %’\

Method: NA Analyst: ER &R S\
AUCTH, ADCT CHANNEL B (TTT39NRONT__TE.0) "——Q
T . %
140000 . _ ::;
120000 4 ©§ .
1 ] J ' -
100000 - . @;
-0 4 80000 - . %H\;
§0000 @ i _ g
\% o
40000 - % - . 3
20000 (\E\Q _
] ' 4 g 8 min -
Q
Ret. Ti ompound Name Peak Height Peak Area
(Min) . (V) (uv*s)

FORM 4685 REV. .10/78



TR 34-97-175 | ! ) .
, <§§Z\J

e . Analysis of Monoacid ( converted to Thiazopyr )

: ' . Run No.:12
HP.5890 equ. with ECD. Column: RTX-5, 30 m x 0.53 mm x 1.
Carrier Gas: He, 10 mL/mird. Inj, Temp.: 250°C.

Det. Temp. 300°C. Inj Vol. SuL. Column Temp. 160°C fory n.,
to 260°C at 6°C/min., hold s min., - n:izb

1.0 pg added

Sample No: 'HB-1 : \V
Sample Info: Spk El, Wt.=10 g, FV=200 m, %

Injected on: 11/13/97 3:48:36 PM

Method: NA Analyst: ER E&ﬁ
f AUCTH, ADCT CHARNNEL B TTTTSS/RUNE __T2.0) T~
Yy L .

[ p—

Y .
140000 - i ) R Q: ‘;
120000 . - ©§

100000 -

O Y

60000 4

0 N 4 6 8
5 - _min
Ret. Ti ompound Name Peak Height Peak Area
(Min (uv) {uV*s)

7.41 RH-123652 7503 . 36858

f,

‘ Figugl;.: Soil sample fortiﬁc& with 0.10 ppm monoacid on GC/ECD.
Q

@

QO

~.

FORM 46B5 REV. 10/78
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TR 34'97175’ I ‘ '

<

- © Analysis of Thiazopyr | VQ

Run No.:3
HP 5830 equ. with ECD. Column: RTX-5, 30 mx 0.53 mm x 1.
Carrier Gas: He, 10 mL/min. Inj, Temp.: 250°C. '

Det. Temp. 300°C. Inj Vol. SpL. Column Temp. 160°C for
to 260°C at 6°C/min., hold S min. .

Sample No: 975898

Sample Info: Blk, Sample Wt. = 100 mL, FV= 5 mL. @\: ‘ :
Injected on: 11/6/97 10:09:42 AM QQ

Method: NA : Analyst: ER £F

- ADLT H, AUCT CHARNNEL B {TT0GST\RUNZ_U3.D)

pv

140000 -

A\
R ]
| S

G
o w ;
. N -~
f \ -
TF 80000 5‘:
N z@; ol
60000 S : @ o
40000 - ‘ | %EE
E 3\
20000 - NN
0 O 4 é 8 i
QL
Ret. Ti ompound Name Peak Height Peak Area
(Min {uv) (uv*s})

Zg%; . 1765 9228
{::> RH-123652 0 0
& Figure 14. Thiazopyr waterl control on GC/ECD.

FORM 4585 REV. 10/78



TR 34-97-175

e Analysis of Thiazopyr

' S Run No. :4
' HP 5890 equ. with ECD. Column: RTX-5, 30 m x 0.53 mm x 1.
Carrier Gas: He, 10 mL/min. Inj, Temp.: 250°C.

Det. Temp. 300°C. Inj Vol. SuL. Column Temp. 160°C fov

to 260°C at 6°C/min., hold 5 min.

Sample No: 975898 | \V
Sample Info: Spk A, Sample Wt.= 100 mL, FV= 5§ m%

0.01 pg added
Injected on: 11/6/97 10:34:59 aAM Q
Methed: NA o Analyst: ER fﬁ}hg\
AUCT B, ADCTCHANNEL B {(TTGEENRUNZ__U4D) o~
T ' %
140000 - :\;

| Q@
- &

100000 ! @
T : 80000 - %; :

60000 - J ‘ @ , o
. )
1 m
% =
§
2
-~

g g
3 =t
L [‘ a . o,
—
7.080 )

0 Qv 4 8 8 min
N
Ret. Tj Compound Name Peak Height Peak Area
(Mi : - (pv) (uv*s)
7.08 Q . 2854 13681
7.4 RH-123652 4268 18915 .

FORM 4685 REV. 10/78



‘Analysis of Thi azopyr

Run No.:8
HP 5850 equ. with ECD. Column: RTX-5, 30 m x 0.53 mm x 1
Carrier Gas: He, 10 mL/min. Inj, Temp.: 250°C. '
Det. Temp. 300°C. Inj Vol. 5pL. Column Temp. 160°C fo
Lo 260°C at 6°C/min., hold 5 min. . -

Sample.No: 975898 : C ’ W
Sample Info: Spk Cl1, Wt.= 100 mL, FV= 10 mL %

0.05 pug added _ /‘\2
Injected on: 11/6/97 12:15:59 PM
Method: NA ' Analyst: ER
ADCT B, ADCT CHARNEL B {TTW597RUNT__U8.0] B ~
BV 4 - %

140000 - C QZ;
120000

100000 4

w oo . o é@
| j g

60000 4

~
hoal
2
o
. ' =
40000 - ? . o2

- 20000 - N :

Ret. 'I‘ Compound Name Peak Height Peak Area
i {(uv (uv=*s)

(Mig)
7.5 Q RH-123652 - 10445 49539

&e 6. Water sample fortified with 0.50 ppb thiazopyr on GC/ECD,

FORM 4585 REV. 10/78




TR 34-97-175

.
}
o/

HP 5890 equ. with ECD. Column: RTX-5, 30 mx 0.53 mm x 1.
Carrier Gas: He, 10 mL/min. Inj, Temp.: 250°C.

Det. Temp.

to 260°C at 6°C/min., hold 5 min.

Sample No

_ . _ <§22
Analysis of Thiazopyr _

Run No.:12

300°C, Inj Vol. SuL. Column Temp. 160°C for

0.1 pg added

, : 975898 %—f
Sample Info: Spk E1, Wt.=100 g, FV=20 mL Qézib

Injected on: 11/6/97 1:56:59 PM
Method: NA Analyst: ER £&-.

140000 4
120000 -

100000 5

(W 80000 4

40000 -

20000 4

AULTE, AUCTTHANREL B [TT0E97RUNG__TZ.0] ~7
BV <é§§>

60000 - U

1553 - RN-123652

4 .
f>

0

=

S
Y 4 6 8 mis

Ret. IQ@%&Q,Compound Name Peak Height Peak Area

(V) - {uv*s)

RH-123652 . 5848 - 43751

Water sample fortified with 1.0 ppb thiazopyr on GC/ECD.

FORM 4688 REV. 10/78



_‘ - I&Lnalysvis of Monoacid (convert'e'd to “Thiazopy'r)

o “ e e Run No.‘:‘3 @
HP 5890 equ. with ECD. Column: RTX-S, 30 m x 0.53 rmm x 1
‘Carrier Gas: He, 10 mL/min. Inj, Temp.: 250°C. '

Det. Temp. 300°C; Inj. Vol. SuL.  Column Temp. 160°C forn,
to 260°C at 6°C/min., hold 5 min, )

Sample_No: 975898 \3
Sarhple Info: Elk,~Sample wt. 100 mL FV= 5 mL

Injected on: 11/5/97 o 5:50:19 PM :
Method: NA Analyst: ER

.._a
=~}
N

. ADCT o, ADCT CHANNELH {TTUS37RUNF_03.0] - . ks
Wi - e ' _ @ :
140000 - - ' - QE R
120000 ' : . ' @ ‘ o
-l e |
: [ e0000 4 o v 3 . .
- s o _ ,
. - ‘ ) = ‘ .
" 60000 @ _ C ]
. 40000 - \ o A . - AR IR o
d 20000- m% _ - o SR T
U R 3 3 md S
: Ret. @Compound Name Peak Héight Peak Area
@ , (#V) . (uv*s)
. 7.09 " . 2682 - 12500
: _o,g . RH-123652 0 0 '
o & F1gure 15. Monoacid water control on GC/ECD ,

FORM 4685 REV. 10/78



TR 34-97-175

HP 5890 equ. with ECD. Column: RTX-S,

Analysis of Monoacid (converted to Thiazopyr)

Run No.:5

Carrier Gas: He, 10 mL/min. 1Inj, Temp.: 250°C.

Det. Temp. 300°C. Inj Vol. 5pL. Column Temp. 160°C fo

Lo 260°C at 6°C/min., hold 5 min. .

Sample Info.:

Sample No: 975898 <§§§§7
SPKB, Sample Wt.= 100 mL, FV= 5 mL cézib

0.01 pg added

Injected on: 11/5/97 6:40:52 PM g\\:%

Method: NA Analyst: ER g2

wv

140000 A
120000 4

100000 -

\W 80000 A
60000 4

40000 A

20000 4

ADCTE, ADCT CHANNEC B (TTUSERUNE _U5.D]

TS

7.295 - RII-122652

(uv) - (uv=*s)

RH-123652 © 3920 18071

Water sample fortified with 0.10 ppb monoacid on GC/ECD.

30 mx 0.53 mm x 1.

FORM 46BS REV, 10/78 .



TR 34-97175 R | L
- Q
Analysis of Monocacid (convertéd to Thiazopyr) i\f

Run No.:9
HP 5890 equ. with ECD. Columa: RTX-5, 30 m x 0.53 mm x @
Carrier Gas: He, 10 mL/min. Inj, ‘I‘emp 250°C.
. Det. Temp. 300°C. Inj Vol. SuL. Column Temp. 160°C forln .
to 260°C at 6°C/min., hold 5 min.

Sample No: 975898 N
Sample Info: Spk D Wt.= 100 mbL, FV= 10 wmL
' 0.05 pg added ' Q

Injected on: 11/5/97 o 8:21:56 PM
Method: Na Analyst

AUCTH, ADCTCHANNEL B (11059T\RUN#_US &A
v 4 %E
140000 - Q g

120000 -
100000 - @
80000 I o %
: a
60000 @ =
:" -
_ Z
- % ' :
40000 - : g

S s ——
. Ret. Ti@ Compound Name Peak Height ' Peak Area
(Mig) : . (pv) (pv*s)
7.2 RH- 123652 9117 42150
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TR 34-97-175

- _
Analysis of Monoacid (converted to Thiazopyr) ?V

: . Run No.:13
HP 5830 equ. with ECD. Column: RTX-5, 30 m x 0.53 mm x'IKgiiﬁ.
Carrier Gas: He, 10 mL/min. Inj, Temp.: 250°C.
Det. Temp. 300°C. Inj Vol. 5pL.  Column Temp. 160°C forgggﬁﬁn.,-
to 260°C at 6°C/min., hold S min.

0.1 pg added

Sample No: 975893 ' - %ﬁ
Sample Info: Sample Wt.= 100 mL, FV=.20 mL Q
~

Injected on: 11/5/97 10:02:53 M
Method: NA . Analyst: ERE
AUCTE, A!J(."l UHARNELD BT TUSINRUNF__T13.0)
BTAE B E§§
. 140000 gQ ;
120000 } @
100000 @
80000 - i @:;
60000 4 @ 2
40000 - :; &
20000 4 _ _ - .
0 @L 4 6 8 mi

(uv) {(uv*s)

. FORM 4685 REV. 10/78



TR 34-97.175
®

File
‘Operator
Acguired
Instrument

Sample Name:

Migse Info

Vial Number:

7 Nov 97
GC/MS 7

Thlazonyr Std. 0.005ug/mlL, C110797-4

# 002-280,
1

Pro# NA

%

<

4

4:02 pm using AcgMethod ALTHI

: C:\EPCHEM\1\DATA\NO797C\N0701.D @\
: AS <::1

&

rwmama

35000
30000
25000
20000
w ' 15000
10000

5000

TICTNO7OT.

¥

. S

° @\?

0
Tme—> 700 7.20 740 7.60 7.80 BOO\YD 840 B.50 B.80 5.00 920 940 9.50 9.80_10.00 10,20 10.40 10.60 10:80

rd
&

@ 2. 0.0050 ppm thiazopyr standard ori GC/MSD.

. FORM 45685 REV, 10/78



TR 34-97-175

.......

File ) : C

Operator 1 AS

Acquired
Instrument

Sample Name: Thiazopyr Std. 0.0lug/mL, C110797-3 %\__

: \KPCHEM\ 1\DATA\NO797C\N0O710 .D Q z

7 Nov 97 6:50 pm using AcgMethod ALTHI
GC/Ms 7 . ‘

Misc Info : CALSY 002-280, Pro# NA

Vial Number:-sg

AV :

Abundance TCTROTITD % N
35000 @
30000 Thiazopyr @
25000 @
T
20000 ¢
15000 Qb
10000 @ ‘
5000 ’ %
Q:EZP _ ¥
fime—> 7.00 7.20 740 7.60 7.8 BBDGB20 540 8.60 B.80 500 9.20 940 9.60 9.80 10.00 10.20 10.40 10.60 10.80

&S

@. 0.010 ppm thiazopyr standard on GC/MSD.

FORM 4685 REV. 10/78



Operator

Instrument : GC/MS 7
Sample Name: Thiazopyr std.

Acquired : 7 Nov 7  .8:43 pm using AcqMethod ALTHI&

Misc Info : CAL# 002-280, Pro# NA

Vial Number: 13 -

0.05ug/mL, C110797-2

File : C:\HPCEEM\1\DATA\N0797C\N0716.D %’
: AS Q

\a
O
\>

&’

v

_r.bundanca

5000
30000
25000
20000 .

15000

5000

.

N

TG RU7TE.T

8.4D0 B.50 8.B0 8.00 920 5.40 0.60" 9.80_ 1000 10/20 10.40 10.

B0 1080

| — .
Mme—> 7.00 7.20 7.40 7.50 7.80 /800 8Jp

0.050 ppm thiazopyr standard on GC/MSD.
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TR 34-G7

AT

—

File
Cperator
Acgquired
 Instrument
Sample Name:
Misc Info
Vial Number:

7 Nov -57
GC/Ms 7

Thiazopyr Std. 0.lug/mL, C110797-1
CAL# 002-280, Prog NA

18

: C:\HPCHEM\I\DATA\NO?Q?C\NO722.D

10:35 pm using AcgMethod ALTHI

Abundance

35000
30000
25000
20000

15000

10000

5000

/

TICTROTZZ0

L

10.00 1020 1040 10.50 10.80

0 — —. . — : — :
Time~> 7.00 7.20 7.40 7.0 7.0 Aa.oo\é’go 840 860 B.80 9.00 920 940 9.50 9.80

0.10 ppm thiazopyr standard on GC/MSD.
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_ : <§§?D
TR 34:97-175 | | | -%\
. .- . | QO
' * Pes focel No. NA

D eAL Study No.: 002280 ?V

@Dfxtraction Ogte =~ 1/ov/e?
: @Andj.u's Oaic > ufo /13

S
- Thiazopyr (RH-123652) '
Response . \

1J30e+004j

1.60e+004_ "

1.20e+004.]

1.00e+004_]

8.00e+003_] | . A ©Q
RN
@' .

6.00e+003_!

4.00e+003_ ngfb
2.00e+003.] @
TN, » K - - T ' T
0 \\{w 50 ‘ 100
@ Amount né.,/.-L
AL pro-59
Respo .80e+002° * Amt - 3.91e+002
Coef of D 2) = 0.998  Curve Fit: Linear

N

U
- Method ey C:\HPCHEM\l\METHODS\ALTHI.M L
Cali £x Table Last Updated: Mon Nov 10 08:22:41 1997

Figure 26. Thiazopyr standard calibration curve on GC/MSD.
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File : c:\HPCHEM\l\DATA\Nl197A\N1103.D o \
Operator : AS ‘

Acquired : 11 Nov $7 " 10:35 am using AcgMethod ALTHI

Instrument : GC/Ms 7

Sample Name: Blk, KB-1, SW=10g, FV=10mL (T) . &

Misec Info . CALS 002-280, Pro# NaA . :

Vial Number: 2 %
- F

Abundance TICRTTTI0D v
24000 ] .

22000 . - ‘ 2'
20000 . Thiazapyr
18000 ' . z

16600

14000

) 12000
' s 16000 Q?

8000
6000 ‘ '
4000 _ @
2000 -4 %
G v

L — e N, . o : — . . : LU . ‘
fime—> 7.00 _7.20 7.40 7.50 7.80 8.00 \BZ0 B8.40 860 8.80 9.00 920 540 9.50 880 1000 10:20 1040 1060 10.80

@ V
c 27 Thiazopyr soil control on GC/MSD.
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TR 34-97-175

File : C:\HPCHEM\1\DATA\N1197A\N1105.D o \
Operator : AS : ‘
Acquired : 11 Nov 97 11:13 am using AcgMethod ALTEI.

Instrument GC/MS 7 :

Sample Name: Spk A, HB-1, SW=10g, FV=10mL {T) &

Misc Info : CAL# 002-280, Pro# NA; 0.lug added §

Vial Number: 4

Abundance g TICINTT05.0 w
24000
22000 '
20000 ‘ '
Thiazopyr ©

© 18000

18000 ' @

o &
‘= | 10000 S
- ¥

4000 @ . ) .
<2000 % v : .
Jime~> 7.00 7.20 7.40 7.60 7.80 8.00 “830 840 850 BAO 9.00 9.20 540 550 980 1000 1020 10.40 10,60 1080

Figure 28. 2@53111;:!: fortified with 0.010 ppm thiazopyr on GC/MSD.
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File : C:\HPCHEM\1\DATA\N1197A\N1111.D | @\V

Operator : AS .

Acquired ¢ 11 Nov 57 ° 1:0%5 pm using AcgMethod ALTHI
Instrument : GC/MS 7 . : Q
Sample Name: Spk C, H3-1, SW=10g, FV=10mL (T)

Misc Info : CcAL# 002-280, Pro# NA, 0.5ug added

Vial Number: 9 %‘\_&

Abundance MCTNTITID RN
24000 v
.
22000 Q
20000 @
Thiazopyr @

18000
16000 . : @

14000 . :
' | 12000 C @
\ 10000 J . < ?
8000 ‘ ‘ ‘?
6000

4000 @
2000 oo

840 860 8.80 9.00 920 540 9.80 9.80 10.00 10:20 10140 10,60 10,80

| — e
fime~> 7.00 7.20 7.40 7.80 7.80° 6.00n

Soil sample fortified with 0.050 ppm thiazopyr on GC/MSD.
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TR 34-97-175 L :
et P

File : C:\HPCHEM\1\DATA\N1197A\N1117.D

Cperator : AS T
Acquired ': 11 Nov 97 2:57 pm using AcgMethod ALTHI
Inscrument GC/MS 7 '

Sample Name: Spk E, HB-1, SW=10g, FV=20mL {T)
Misc Info : CAL# 002-280, Pro# NA, 1.0ug added
Vial Number: 14

24000

ABundanca ™ = TICCNTIT7T D w
22000 ' Q
20000 . .

Thiazopyr @

18000

16000 o ‘ @ :

14000] : .
12000 . ’ @

i -10000 : % .
4 8000 _ ?
6000 ' %
2000 '

2000 %ﬂ\:
0 . L

FORM 4585 REvV, 10/78



TR 34-97-175 - '. |
| - o5

File : C:\EPCHEM\1\DATA\N1197A\N1104.D Qz

Operator : 'AS
Acguired : 11 Nov 37 10:54 am using AcqMethod ALTHI
Instrument GC/MS 7
Sample Name: Blk, EB-1, SW=10g, FV=10mL (M)
‘Misc Info : CAL# 002-280, Pro# NA o
Vial Number: 3
Adungance TICTNTINAD Q N
24000 %
22000
20000 . ‘ , Thiazopyr @
oo @
16000] : o

- m ¥

10000
>

8000

6000

=S
¢

2000 v A

0 i -
dime-> 7.00 7.20 7.40 7.50 7.80 \XG~ .20 £.40 8.60 880 8.00 9.20 940 9.60 9.80 10.00 10.20 10.40 10.60 1080

Monoacid soil control on GC/MSD.,
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File : C:\HPCEEM\1\DATA\N1197A\N1106.D : Q
Operator : AS .

Acquired : 11 Nov 97 11:31 am using AcqMethod ALTHI
Instrument : ‘GC/MS 7 %
Sample Name: Spk A, E3-1, SW=10g, FV=10mL (M)

Misc Info : CAL% 002-280, Pro# NA, 0.lug added
Vial Numbez_:-: 5

‘r\bundancu . TICTRTTUED O ) \S T

24000

22000 : §
- | O
Thiazapyr

18000 :

16000 @

D

{ i 12000 . ‘ ?

W 10000 Qv?
B 8000 % >

4000 %
2000 v v
Time—> g.:'o 720 7.40 750 7.80580Q B20 .40 a.soAﬁo 9.00 9.20 940 9.60 5.80 1000 10.20 1040 10.80 10.60

Y

Figur ©Soil sample fortified with 0.010 ppm monoacid on GC/MSD.

Q
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TR 34-97-175

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

C: \HPCHE'VI\1\DATA\N1197A\N1112 .D
As
11 Nov 57 1:24 pm using AcgMethod ALTHI

GC/Ms 7 , - &
Spk C, EB-1, SW=10g, FV=10mL (M)
CAL% 002-280, Pro# NA, 0.5ug added
10 ‘

&=

Abundance
24000

22000
20000
18000
16000
14000

f 12000

10000
8000
6000
4000

2000

l.l(..'. NTITZD Q\s

S
- &
&

5
Q%
<

¥ L_

o«

0 . , . v —
Dime-> 7.00 7.20 7.40 7.60 7.80(90Q 820 B8.40 B60 8.

. N

Soil sample fortified with 0.050 ppm monoacid on GC/MSD.

80 800 920 9.40 '9.80 5.80 1000 10'20 1040 1060 1080
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TR 34-97-175

File : C:\HPCHEM\1\DATA\N1157A\N1118.D : %’
Operator : AS . i
Acquired : 11 Nov 97 3:16 pm using AcgMethod ALTHI _
Instrument : GC/Ms 7 ’
Sample Name: Spk E, H3-1, SW=10g, FV=20mL (M)

Misc Info : CALY 002-280, Pro# Na, 1.0ug added - §§§
[y

Vial Number: 15

‘Abundance X ) TG NTTTED \]
24000 ‘ ‘ ‘ Q
22000
20000 .

. Thiazopyr
18000 ) .
! 16000 (EQZ:Z)

14000

_ 2000
% . L

o, . —— : . . - e v et ey e
fime=> 7.00 7.20 7.40_7.60 7.80 800 B30 840 BED B.AD GO0 900 9.40 9.50 B8O 1500 10.20 10.40 1050 1080

Figure 34©oi1 sample fortified with 0.10 Ppm monoacid on GC/MSD.

" . ’ . | 12000 i | @
s s | <\\;v

&
&
O

&

Q
&

O

~,
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TR 34-97-175

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

: AS

C:\HPCHEM\1\DATA\N0797C\N0703.D . <i;% i :

7 Nov 87 4:39 pm using AcgMethod ALTHI-

. GC/Ms 7 , -
Blk, 975898, SW:lOOmLA FV=1mL (T}
CAL# 002-280, Pro# NA )

2 ) .

A\

'rlbundance

35000
30000
A
25000
20000

15000

10000

5000

I'IE:: NO7030 % ~

Thiazopyr @

v .
N

.

1

FORM 4685 REV, 10/78



TR 34-97-175

File : C:\HPCHEM\1\DATA\NO797C\NO705.D

Operator : AS

Acquired : 7 Nov §7 5:17 pm using AcgMethod ALTHI {\
Instrument : - GC/MS 7 :

Sample Name: Spk A, 975898, SW=100mL, FV=1mL (T)
Misc Info : CAL# 002-280, Pro# Na, 0.0lug added
Vial Number: 4 Y?

N
Abundance TICNOT05.0 Q \>
35000 ‘ @
30000 : Thiazopyr ©:

25000 . @
I 20000 : :E
T . Q?
15000 | %D '
10000 : . @
5000 ' :
0 e e\
Time-> 7.00 7.20 7.40 7.60 7.50 \B{D-, 820 B840 B.50
2@‘ ' ‘
Figur%©

880 5.00 9.20 9.40 9.80 9.80 10,00 10.20 1040 1060 1060

Water sample fortified with 0.10 ppb thiazopyr on GC/MSD.
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TR 34:97-175

..«"‘\‘\&
i

‘H_'a"

Cperator
Acguired 7 Nov 97

File : C:\HPCHEM\I\DATA\NO?97C\N0711.D Q@
AS ‘

i : 7:09 pm using AcgMethod ALTHT
Instrument : GC/MS 7 &
Sample Name: Spk C, 975898, SW=100mL, FV=1imL (T)

Misc Info # 002-280, Pro# NA, 0.05ug added %
’b

Vial Number: 9

Abundance TIC RO7 1T O
35000
30000 Thlazopyr @©
25000 22 i

- 20000 :: ;';
(W q
15000 %V?
10000 @ 4 . .
"
5000 % ‘ .
; P r
Time-—-> 7.00 7.20 7.40 7.60 730(%:90 MO 840 8850 0.80 9.00 '9.20 9.40 9.60 9.80 1000 10120 1040 10.60 1080

>

Figure 2 © ater sample fortified with 0.50 ppb thiazopyr on GC/MSD.
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TR 34-97-175

File : C: \HPCHEM\I\DATA\ND797C\N07l7 .D l
Operater : AS i ;
Acquired : 7 Nov 97  9:02 pm using AcgMethod ALTHI&

Instrument GC/MS 7 ‘
Sample Name: Spk E, 975898, SW=100mL, FvV=2mL (T}
Misc Info : CAL# 002-280, Pro# NA, 0.lug added
Vial Number: 14 ' '
AV

'rbundance TIC.:WLD' % ~
35000 : ] §
30000 : Thiazopyr
25000 @ .
‘ 20000 : ;
15000 % N
r
10000 (: : )
5000 ) %

Time~> 7.00 7.20 740 7.50 7.80 MNG\A.20 8.40 850 B850 9.00 8.20 920 860 9.80 10.00 10.20 1C.40 10.60 10.80

$>
) Fig@ Water sample fortified with 1.0 ppb thiazopyr on GC/MSD.

&
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TR 34-97-175 -‘ - m%?

File : C:\HPCHEM\l\DATA\NO?Q?C\NO704.D
Operator : AS ' &
Acquired : 7 Nov 97 4:58 pm using AcqgMethod ALT
Instrument : GC/MS 7 -
Sample Name: Blk, 975898, SW=100mL, FV=1mlL (M)
Misc Info : CaL# G02-280, Pro# Na
Vial Number: 3 @ ' :
TN : :

Abundarice ] - TICTNOTIRD @%\/

aseao; - @

30000 @

Thiazopyr @
,. o 25000 : : _ v,
\W 20000 . | <

. .\&b
15000

n [ 4
N v

0L — _— _ _ e Y  Ev——
Time=> 7.00 7.20 7.40 7.50 €B0BUd 8320 540 660 850 8.00 520 540 950 553 10100 10:20 1040 1050 10.8¢

ur; 39, Monoacid water control on GC/MSD.
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File : C:\HPCHEM\l\DATA\NO?B?C\NO?OE.D .
" Operator : AS .
Acguired : 7 Nov §7 5:36 pm using AcgMethod ALTHI
Instrument : GC/MS 7. : _ ,&
Sample Name: Spk A, 875838, SW=100mL, FV=1ml, (M)
Misc Info : CAL% 002-280, Pro# NA, 0.01ug added
Vial Number: 5 '
Bund TICNO7U6 0 %
rkbun ance ‘ B : K O
asoon| - _ @
30000 . - ©
' , Thiazopyr @ _

moo| Q

150'00 3?
4N
Sl

: 0 — - . _
Mime-> 7.00_7.20 7.40 7.60 7.80<EDA 820 8.40 8.60 8.0 0.00 9.20 940 960 8.80 1000 10.20 1040 10.60 10.80

%@\7

' © Water sample fortified with 0.10 ppb monoacid on GC/MSD.

FORM 4665 REV. 10/78




TR 34-97-175

&

v

File : C:\HPCHEM\1\DATA\N0797C\N0712.D
Operator : AS

Acquired . : 7 Nov 97 7:28 pm using AcgMethod ALT
Instrument : . GC/MS 7 '

Sample Name: Spk C, 975898, SW=100mL, FV=1lmi (M)
Misc Info : CALS 002-280, Pro# NA, 0.05ug added %

Vial Number: 10 @

8
&
Q-

',-3
&

35000

‘rtbundanca TIC:NUTTZD @

AN L

F ig»% Water sample fortified with 0.50 ppb monoacid on GC/MSD.

0 e N S - ,
[ime~> 7.00 7.20 740 7.50 ZBIADO 8.20 8.40 B850 B.80 .00 9.20 940 9.60 9.80 10.00 10,20 10.40 1080 1080
=S _ ;

FORM 4685 REV. 19/78



File
Cperator
Acquired
Instrument

Sample Name:
Misc Info -:
Vial Number:

C: \HDCHEM\I\DATA\NO797C\NO718 D
AS

7

@g
S

Y
&

Nov 97 9:20 pm us:.ng AcgMethod ALTH
GC/MS 7

Spk E, 975898, SW=100mL, FV=2mL (M)
CAL# 002-280, Pro# NA, 0.lug added
15 . %

Abundance
35000
:?0000
2?000

20000

10000

n.c: NOTTE.L @w : 1
o o

NN

0 - e : e e —ree e e e
[ime=> 7.00 7.20 7.40 7.60_740-008."8.20 8.40 550 8.80_900 9.20 940 9.60 .50 1000 1020 10.40 10.60 1080

Water sample fortified with 1.0 ppb monoacid on GC/MSD.
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