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ENVIRONMENTAL CHEMISTRY METHOD

Pestcide Name: Tficlopyr

MRID #: 444561-06
Matrix: Water
| Analysis: Iminun_oassay

This method is provided to you by the Environmental Protection Agency's (EPA)
Environmental Chemistry Laboratory (ECL). This method is nof an EPA method but one
which was submitted to EPA by the pesticide manufacturer to support product registration.
EPA recognizes that the methods may be of some utility to state, tribal, and local authorities,
but makes no claim of validity by posting these methods. Although the Agency reviews ali
Environmental Chemistry Methods submitted in support of pesticide registration, the ECL
evaluates only about 30% of the currently available methods. Most methods perform
satisfactorily but some, particularly the older methods, have deficiencies. Moreover, the
print quality of the methods varies considerably because the methods originate from
different sources. Therefore, the methods offered represent the best available copies.

Ifyou have difficulties in downloadihg the method, or further questions concerning
the methods, you may contact Elizabeth Flynt at 228-688-2410 or via e-mail at

flynt.elizabeth@epa.gov.
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Dem-mimzionofkuidudaﬁdnpyrdeﬁcuompyﬁdimh Water Using
R Magnetii:hnide-BdemmmmiKits

:  D.L.YouogandC. A Mibalisk -
_mewmmmumw_mmum
.. DowElanco
Indilnapoﬁs.' Indiana 4-6268‘-1054 : oo

A. Scopg

Thkuxhodk:ppliubhforlheqmﬁnﬂvedeumﬁmﬁoncfmﬁdmefni:bpwudm ,
metzbolite, 3,5,6-trichloro-2-pyridinot (ni:hlofopyﬁdiml.'IC?}ln water. The concentration
“range for aalysis of triclopy it 0.10 to 300 ng/mL, with a validated limit of quantiration of
-0.10 pg/mi_ Themﬁmnmfnrmdysisoﬂﬁd:hnpmdiminosom
mmm:wm;ammdmw

Triclopyr : 3,5,6-Trichloro-2-pyridigol
CAS Number: 55335-06-3 +,  CAS Number; 6515-38-4
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capabilities of tho RPA-1 RaPID Analyzer,
. C. Safety Precantiony
1. Each aralyst aust be acquainted with the poteatial hazands of the reageats and products :
mmmmmamwﬂm SOURCES OF

2 Avuidmacfﬂnsmwinssdnﬁmm%adﬁnicldd)wimsﬁnmdm
mermbranes. Wmmdodingndpvpueyemmwﬁngwim
this material, H&mmhmvﬁhs&muwmm
water, )

a Vdﬁkmﬂmunm»hmmhummmhudmbemh
we.u-vuﬁhmdmmyﬁamisnidmm

D. Equipmem (Nots N.1.) ) :

1. nummmm.mm.mmwmwm
NJ 08520, . . :

2 wsmmuamwmmumm,sm
Diagnostics Inc., Newtown, PA 18940, )

. Pagnlof M
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. Mizxer, Vonex-Genis, catalog number 12-812, Fisher Scicntific, Pinsburgh, PA 15238,
. Phoiometer, fixed wavelength spectrophotometer RPA-1 RaPID Analyzer, catalog

number AOO0Q3, Srategic Diagnostics fne,

- Pipetter, Eppendorf. 2-20 L. catalog number 21-381-201, Fisher Sciemific,

. Pipener, Eppendorf, FEpeaier, catalog number 21.380-8, Fisher Scientific.
- Pipetter, Eppendort, ui-volume, ( 100-uL., 200-pL, 250-pL), catalog number 21-278-38,

Fisher Scientific.
Timer, minutes and seconds with alarm, eatalog sumbe; 14-649-34, Fisher Scientific.

E  Glaggware and Muerials (Mot N. 1.)

8.
9.
10

Boules, B-oz. (237-mL) graduated, with PTFE lined <aps, catajog number 03-320.11G,
Fisber Seientific. )

. Culture tubes, disposable glass. 16 x 100 mm, catalog number 14.962-10B, Fisher

Scientific,

. Cylinders, mixing, 50-mi_, graduated, with stoppers, catalog number 08.55C, Fisher

Scientific.

. Pipet tps, EppendorfComhiLip for repeater piper, 12.5 ml., cazalog number 21-380-8C.

Fisher Scientific,

Pipet tips, Eppendorf disposable, 0.1 mi-10mL, catalog number 21.372-4, Fisher
Scientifie.

Pipet tips, Eppendorf disposabla. 1-100 KL, catalog number 21-381-303, Fisher
Sciemific, .

- Pipets, l-mL disposable, catalog number 13-678-25B, Fisher Scientilic,

Pipets, 5-mL disposable, catalog number 13-578.25D, Fisher Scientific,
Pipets, 10-mL dispasable, catalog oumber 13-678-313, Fisher Scientific,
Vials, 40 mL glass, catalog number 03-339-5C. Fisher Scientific,

Fagedor
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| F. Reagemis and Prepared Solutions (Note X.1)
1. Reagentg . N .
4. Acrione, Omnisolv, caralog number AXO0116-1, EM Seience, Gibbstown, NI
08027,

b. Meshanol, ChromAR HPLC grade, catalog rumnber 3041-09, Mallinckrodt Specialty
Chemicals Company, Paris, KY 40361, )

¢ Trichloropyridinol RaPID Assay Test Kit, cacalog aumber AOD208, Straiegic X2
Diagnostics Inc. Kit contents include (Note N2): 2

(1) Trichloropyridinol Antibody, coupled (0 paramagretic parucles
(2) Enzyme Conjugate .

(3) Calibration Standards (0.50 ng/mL. 2.5 ng/ml and 6.0 ng/mL)
(4) Quality Control Sample

(3) DiluentiZero Standard

{6) Color Solutioa

(7} Stopping Solution

(8) Washing Buffer : P
(9) Test Tubes - )

d. Triclopyr RaPID Asesy Test Kit, catalog number A00171. Stratepic Diagnostics Inc.
. : Gt contents include (Notz N2) '

(1} Triclopyr Antibody, coupled to paramagaetic panticles )

(2) Enzyme Conjugate

(3} Calibration Standasds (0.10 ngfml. 1.0 ng/mL and 3.0 ngfml}

(4) Quality Control Sample

(5) Diluent/Zero Staadard

(6) Color Salutioa

(7) Siopping Solutien

(8) Washing Buffer

(9) Test Tubes ) 7/
/

& Sampie Dilvent: 1ri idi nulcgnumbzaomw;uiclopyr.uu.loé :
number A0Q173, Strategic Diagnoetics Inc (Note N.2.) ’ ;}

{. Standard:

Obaain wiclopyr and TCP analytical stantlards from Test Substance Coordinatar,
DowElancs, 9330 Zionsvillo Rd. Building 306, Indiasapolis, IN 462681053,

& Water, OrniSolv HPLC grade, catalog number WX001-4, EM Science.

: , ,
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: . G Prepanuion.of Fortificrion Stock otutions (Note N3.) . .
L. Preparation of Trichloropyridinot Fonification Solutioas

2. Weigh 0.050 gofﬂ:TCPmﬂyﬁcalsunduﬂush:ganmdytkzl balance,
Quantitatively transfer 10 2 100-ml. volumersic flask and dissolve in aceione. Dilute
10 volume with acetone 10 obuain a stock solution containing 500 pg/mb. of TCP.

b. Dilute 10.0 mL of the above 500-pg/ml. TCP sinck solution with aceione ina
lm-vadumicﬂntmobuinlSMﬂyanodcwlmim. :

¢. Dilute 10.0 mL of the above 50.0-pg/ml TCP solution with acetone in & 100-mi,
volumetric flask to obtaia a 5.0-pg/ml stock solusion,

d. Dilute l0.0mLoflhcabav:S.O-meTCPsolu&ionwilhmneinllm-nﬂ.
voelumetric (lask to obkain 8 0.50-pg/ml. stock solution. '
<. Prepare the following fortification stock solutions in cither Tt idi
Sample Diluent or distilled water. Use the TCP solutions described i G.lL.b,
G.l.c.,2nd G.1.d. These solutions should be prepared immediately before use.

Original Origioal Diluent Final Final
Conceniration  Volume NYolume Yolume Concentration

. pe/ml. mL mL mb pg/mL
500 60 10 200 150
. 50.0 1o 19.0 200 . . 25

5.00 1.0 15.0 200 025

050 = 10 190 200 0.025

0.50 0.5 19.5 200 0.012%

f. Use the fortification stock solutions from G. L.¢. for preparation of the forified
waier samples 23 follows. The samples should be prepared immediately before use.

Stock Solution
Concengration stogk Volume - Final Volume 2 £ 1
pe/mL ml. ol —_bgfml
150 1.0 50 03
23 1.0 50 0.05
025 10 S0 0.005
0.025 10 Yo% 0.0005 -
0.0125 1.0 50 0.00025

. Paga 5 of 34
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2. Preparation of Triclopyr Fortification Salutions

a. Weigh 0.050 g of the triclopyr analytical standand using an analyticl bajance.
Quantitatively transfer to a 100-mb volumetric flask and dissolve in methanol. -
Dilute to volume with methinol to abtain a stock solution containing 500 pgfml of
triclopyr.

b. Dilute 2.0 mL of the sbove 500-1g/mL. wriclopyr soltian with methanol in a
100-mL. volumetic flask to obtain a 10.0-pg/mL stock solution.

¢. Dilute 10.0 mL of the sbove 10.0-pg/mL wiclopyr salution with mathanal in 3
100-roL votumetric flask to obtain a 1.0-pg/mi. stoek solution,

4. Dilute 10.0 mL of the zbove 1.0-pg/mL triclopyr solution with methanol in a
100-mL. votumetric flask to obtain 8 0.10 pg/mL stock solution.

¢. Prepare the fellowing fortification stock soluticns in either Triclopyr Sampie
Diluent or distilled water, Use the triclopyr salutions described in G.2.¢. and G.2.4.
These solutions should be prepared immediately before use,

Original Original Diluent Final Final

Gepeeptration  Volume Yolume Yolume  Coneenmasion
__ apfmb mL - mL mL pg/ml

1.0 30 7 110 200 0.150 -

10 . 10 19.0 20.0 0.050

010 25 - ons 200 0.0125

0.10 Lo 19.0 200 . 0005

0.10 0.5 195 . 200 _0.0025

Page Gof 34
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{. Use the fonification siock solutions from G.2.b. and G.2.a. for preparation of the
fortified water samples 25 follows. The samples should be prepared daily,

Stock Solution
_ #gfml ml. mL _prg/mb
100 T LS 0 . 03"

. 100 0.75 50 015
100 0375 50 0.078 -
0o on2s 50 ‘0.025

10 025 50 0.008
0.15 1.0 50 0.003
0.05 20 50 0.002 —
0.05 1.0 50 0.001
0.05 0.5 50 0.0005
00125 - .o 50 0.00025

- 0.008 10 50 0.00010 -
0.0025 1.0 s0 0.00005

YUse 0.15 pp/mL 2s Ron-specific binding reagent (NSB).

. Prge ol
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H. [Instrumep; Sctiings
1. To cbeain results from the Trichlosopyridinol RaPID Assay, use the following

parameter settings on the RPA-1 RaPID Anaiyzer:

DowElanco
Study ID: RESS4069
Pape 24

GRM §3.13

Parameter - RPA-1 Abbreviation  Sefting
Protoco! Name Protocol Name TCP
Lnta Reduciion Data Reduer Linear Regression
Transformation Xformation Lo/LgB
Number of Calibrators # of Calibrator 4
Number of Calibratar Replicatcs # of Reps: 2
Calibrator #1 Concentration Cal #1 Conc 0.00
Calibrator #2 Concentration Cal #2 Cone 050
Calibrator #3 Concentmation Cal #3 Conc 50
Calibrator #4 Concentration Cal 84 Conc 6.00
Minimum Correlation . Cormelation Flag 0.9%
Maximum Concentration (pg/mL) Narmal Range Hi 600
Minimum Concentration (pg/mi)  Nomual Range Low 025
Number of Controts # of Controls I
Number of Control Replicates Crrl Replicates 2 .
Number of Reagent Blanks #Rgt Bk [
Wavelength Wavelength 450 nm
Read Mode Read Mods Absorbaniee
Units Units ng/mL
Precision of Calibrators Rep %CV Flag 100
Pagcfof M4
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2. To obtain resuits from the Triclopyr RaPID Assay, usc the following parameter scilings
on the RPA-1 RaFID Analyzer: .
Parametar RPA-] Abbreviation Senting
Protoco! Name Prowocol Name Triclopr
Data Reduction Data Reduct Linear Regression
Transformation Xformution lalgyB
Nuraber of Calibrators # of Calibrmtor 4
Number of Calibrator Replicates # of Reps: 2
Calibraror #1 Concentration Cal#| Coac 0.00
Calibeator #2 Concentration Cal #2 Conc oo
Calibrator #3 Conceatration Cal #3 Cone 1.00
Calibrator #4 Concentration Cal #4 Conc 3.00
Minimym Correlation | Correlation Flag 0590
Maximum Concentration (pg/ml)  Normat Ranpe Hi 3.00
Minimum Conceatration (pg/mL) Normal Range Low Q.05
_ . L
1. Preparation of Recovery Samples
L. Allow the samples 10 warm to room NhuuuS0.0—mLpo:ﬁmofxtm
mﬂmamﬂam&u;hnhuhmhgdmumﬂwdcyﬁnﬂm
Forlabcnmmmwympla.add!hclppmpnm:puhngmhmou from
Section G, Anuufuiiﬁedcomnlmple.ihmhb{e,:hmldbecmwdthmugh
the method with each sampls ser. .

b. Vortex mix the samples well before removing the analysis aliquor.
c mewmmmmwmu

d IfuuumplemuinsmlhalOusmeofui:lopyrwﬁ.OnymLof
trichlosopyridinol. perform an sdditional diluticn of the sample from Step [1.b.
priormlnay(e.g..faraI:IOGiludm.pipu4.5mLofSampleDilmtordisdlled
wuuinlnn:uuumtubqaddo.sm.oftbeump!efrmsupl.l.b.tothe:ubeand
Vortex (o mix). Aﬂﬂ'vmaxingmulnnswmmbe{mptmeedingwilhﬂn
assay. Assuy the dituted aliquot as deseribed in Section 1.2,

. | . - Page 9 of 3¢
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2. Assav Procedure
Conduct each test in an individual test tube. The average of duplicate analyses of a
sample or standard constinye & single result A standard curve and the appropriate
mmwmmﬂum&mmhmhwmm Fer further
derails, consuls the Triclopyr or Trichioropyridinol R2PID Assay Kit Inserts.

Remove all kit reagents from refrigerated storage and atlow them to equilibrate to room
lemperamre priof (o use. A mioimum of 30 minmnies is recommended for warming.

" TmmmMA-lMo@mummmmmmmn:m
in the completed asay. .

. b. Labdunwbaformdm&.mh.mdumplu. Place the tubes in the proper
rack position. agneti Ior,

Critical step: Use the indlcated pipeting technique in this step 1o obiain
accurate and precite data, Add the standard, quality controt solution, aon-specific
binding (NSB) reagent (see G.2.1.) or sample to each 1est be using an Eppendorf
pipetter (250 uL. with the TCP kit, 200 pl. with the triclopyr kis). Pipet each sample
amduddimlytolhebomoflhcube:lwlduquidadhqinglolhesidesor
the test tube. Umlfmhpipuﬁphnd:wmdmple.

- d, Using an pepeater pipet equipped with 2 12.5-mlL Cembitp, add 0.25 mL
. (DiuS:uing=l)ofEazyn=ijnpredmmeimid:w:uofadlm

L8 Befmcuc.lhmugﬂymixm:Anﬁhndwaumklnby
twirling the boute, Avoid vigorous shaking and foaming.

L. Using a repeater pipet equipped with a 12.5-mL Combitip, add 050 mL. (Dia
SmingsZ)oftb:AuibodyCouphiPmMchiduMnxhainﬁdewaﬂ
of each tube.

n

I3 mwgammmummwmmww
gently vonexing (Vortex sening = 3-2) each tube for 1-2 seconds.

h Incuhate 4t room temperamte (20 minutes for analysis of TCP, 30 minutes for
analysis of wiclopyr).

i Ammmmm&mhmmmwm Seat all wbes
by pressing thems into the base, sz@m:fumepuﬁdumm.

j- Do not separate the tube rack from the magnetic base. Using a smooth motion,
invert the combined rack agsembly over a collection container and pour out the be
contents, mmmmmmuuunumummwmm
of paper towcls. Do not shake or bump dhe rack as the magnetic particles may fall
out of the rubes.

. ' hpmuoc'
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k. Using & repeater pipet equipped with 2 12.5-mL Combitip, add | mL (Diat
Setting = 4) of Washing Buifer 1o e2ch tube. Wait 2 minuses. Do nop separste the
tube rack from the magpetic base, Using a smooth motion. invert the combined
rﬂmﬂymlmueuimmndpourm the wbe contents. Keep the
' unkhw:md:ndmﬂxblouhemmbeﬁmonmﬂhymcfpmmm:.

I Repeat the wash step described in Step L2 . an sdditional time,

m. 1 j or and then 2dd 0.50 mL of Calor
Solution to each tube using a repoater pipet equipped with a 12.5-ml Combitip
(Dial Setting = 2).

.n. Gently vortex each tube for 1-2 seconds,

©. Incubate for 20 minuies ar room temperawre. During this incubation, pour
approximately | ml of Washing Buffer into a élean tube for use as an instrement
blank. :

P. At the end of the incubation periad, add 0.5 ml. of Stopping Solution to cach whe
using & repeater pipet equipped with a 12.5-ml Combitip (Dial Setting = 2).

q- Analyze each tube using the RPA-1 RaPID Analyzer within 15 minutes afier adding
the Stopping Solution. .

The RPA-1 RePID Analyzes is pre-progammed with the protocols for several RaPID
Assay procedures. Thefollnﬁngsmpsdesuibebovmmupmdmn the analyzer 10
measure absorbaace in the wbes for the Triclapyr or Trichlaropyridinol RaPID Asszy.

L Switﬂ:onlheinmmndauowiltowmupulmtsommtupdoﬂouse.
The RPA-1 mmmdywwinpufmaulrm I all parameters are
satisfactory, the *SELECT COMMAND" prompt will Sppear.

b At the "SELECT COMMAND" prompt, press "RUN".
& At the "RUN PROTOCOL* prompe, serolt throtigh'the protocols using the amow

keys oot} "TCP* appeass for uichloropyridino) analvsis or “Teiclopr” appears for
triclopyr agalysis. Press "ENTER",

4. Arthe "SPL. REPL [CATES" (sample ceplicates) prompt, press ~2” 1o indicate the

aumber of replicatcs for cach sample, then press “ENTER™,
¢ Atihe “BLANK TUBE/INSERT TUBE" primpt, fnsert the tbe containing

spproxinately | mL of Washing Buifer. The display will briefly read
“EVALUATING TUBE" then "REMOVE TUBE™ and the instrument will produce

PegallolM
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a5 audible becp indicating that the absorbance has been measured. Afier hearing
the becp, remove the tube. :

I. Atthe "CAL. #1 REP, N)/INSERT TUBE" promp, insert the first replicate of the
firnt srandard/calibrator (0.00 ng/mL). Remove the tube n.fx_u- the beep.

g Fouowdumpunnﬂlemdisphyumﬂmonhcnmdardshvcbeen
measured. The tube onder is important. The RPA-] RaPID Analyzar has been
programmed to evaluata the standands in ascending order, in duplicate, siasting with
0.00 pg/ml

h. Afterall of the standards have been evaluated, the instrument will repart the
equation of the tice, the ransformed data and the standards data.

i Insert the quality control tubes ar the "CNTRL. #) REP. #1* and “CNTRL. #) REP,
#2° prompes. The instrument will report the calculated values for each replicate of

the quality control sample.

J- Evaluate the results for the standard curve and the quslity conirol sample. At the
"EDIT CALIBRATORS YES/NO™ prompt. press "NO”,

k. Atthe "SPL. 81 REP #1/INSERT TUBE" prompt, insert the first sampie tube,
Remove the whe after the beep, .

L. Coatinue sample analysis following the prompts uur.hci.nsw;unldisphy. Press
'Sroraﬁuanlhcnmpluhnebemevdmdmdmemmmhlnbunmpom
by the RPA-1 RaPID Analyzer, . ,

! Caleyjationy

1. Calibration Curve
The RPA-I RAPID Analyzer contains preprogrammed dat reduction capabilities which
calculate a calibration etrve for exch analytical bawch using the absorbances of the
standands supplied with the kit. The calibeation curve is constructed by linesr
ngrmhuaﬁupﬂfmhgahﬂagﬂduamﬁ«mﬁmo{hmmﬁmmd
absorbance values, respectively,
The regression equatioa is

Logit ﬁ..—stslope % In(Conc)}+Y intercept

Where: )
. B B/Bs
ogt B = e, .

Pagal2of 34
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' B = the absorbance measured a1 2 specific concentration
Bo = t.helbsnrbamemsundforthcom.:ynd.mdard
Conc =  the concentration of the standand

An example of & calibration curve is presented jn Figure (.

2. Calculation of Trichl idinol j '

The RPA-1 RaPID Analyzer will calculate the conceatration of uichloropyridinol or

triclopyr in each sample using the preprogrammed data reduciion paramerers (Note
N.4.). It will report the absorbance vaiue and calculated concentration for £ach sample

To calculate sample ation. use the following equation:
Measured Concentration = ed
Where:

{l.ngth = Y intcreepe
o |—DB
@ ' I
Example:
Water sample fortified at 0.10 ng/mlL., rack pasitions 35 and 35 (Figure 2):

Mean absorbance (450 nm) (B) = 0,505
Mean absorbance, O calibrator (Be)= 1.213

B _oo0s
Be 1213 °

e 0.746
Therefore:

. B 0.746 H
Logit 5 = .

=ln(2937)
= LO77

. . ’ Pape 136034
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‘ [m’n - (-D.482)
Measured Concentration = ¢

-0.655
= 0.093 ng/mL
=0.000093 pp/mL
3. Caleystion of the Meshod Factor and Grogs Sample Conceniration

Method Factor = Dilution Factor
‘Thus, for a sample receiving a 1:10 additional difution:
Gross Sample Concentration = O.GD;JBSpﬂmLx 10
Gross Sample Conrentration o 0.00093 pg/ml.
4. Calegfation of Percent Resgvery ,
The perczat recovery for the fontified semples is calculaied as follows:
o - Conceniration Found x 100%

From 4.
0.000093 pg/mL
Recovery = = 300010 pgymL * !
Recovery = 93%
5. Cogreetion for Reegvery

Forlhmanﬂysslhﬂlequh:m&mfmmbodmy.unﬂnammm
ofnhdnmysmphinasiv&nlulyﬁcdbmhmm for method efficiency
as follows:

Sample Concentation=  Sample Concentration x 100
(comrected pg/ml) (gross pg/ml) Average % Recovery

K ination of Tri - ids 4 Wal

1 mmmam(mmt)mmwmpm, and an
untreated control as described in Sectian 1), :

00%

. Page 14 0/ 3¢



Effeesiva Datc: May 20, 1957

.

- DowElanco
Study ID: RESO4069
Page 31

GRM 95,11

2. Use the RPA-1 RaPID Analyzer to calculate & standard curve and determine the pross
concentration in cach sample as described in Section J.

L. Quality Control

1. Anatvijeal Baweh Definition

Aa analytical batch of samples is defined a3 2 group of 60 wbes. The size of the baich
is based on the eapacity of the magnetic separator rack. An analytival baich of less than
60 tubes can be analyzed. The first 10 tubes (rack pasitions 1-10) are used for duplicate
analysis of the [our standards and tbe quality control solution. Following the quality
conirol saluticn. up to 23 samples (recovery or sy samples) may be analyzed in
duplicate (2 whes). If more samples are 1o be analyzed than can be accommodated in
one rck, the remaining samples should be analyzed as a different analytical batch with
8 new standard curve, contral, and recovery samples.

2 Quali 1| olytj . .

A quality convrol solution containing 3.0 ng/ml of trichloropyridinod or 2.0 ag/mL of
uiclopyr (supplicd with the kir; Sectioo F.1.c.(4) or F.1.d.(4), respectively, should be
andlyzed at lhcbeginn!ngofevuybambo!mplu(mkposiﬁmﬁ and 10). The
qualiry cootrol solution should ba assayed in the same manner as all other samples.
Additional fortified matrix recovery samples should be analyzed to funther ensure
proper executing of the method. . :

3. Studv Samoles

Study samples should be asszyed in duplicare, If the concentration of the sample
exceeds the range of the assay, dilute with Sample Diluent {typically a 10-fold dilution
ispcﬁamed)mdlhenmylhadﬂuudumﬁaﬂiqnu Multiply the result by the
appropriate method factor 10 obtain the Gnal result,

4. Criterja for Acceptance of an Anabytica] Batch

mmmmmmrwmummmmormwsmmmmmbe
greater than 0.990. The absorbance %CV should be less than 10% for each duplicate
pair of standards, mcmmmmwbclusmmrwmmuy
mjmmmummmuwmmsumeupuuum
(L.c.. 2.4-2.6 ng/mL for uichlovepyridine! or 1.6-2.4 ng/mL for iriclopyr). If the data
&ﬂmmlhmpafméceui&mia.thcnmlyasbonldmﬂuuth:mmlu. '
duunﬁned:epom:idmoﬂheminﬁm.mdmuumuysisifm. An
umphdulihndcnandqndhymdanmmphdmmin

Figure L. .

Page 15 of 3s
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3. Interferznces

Thirty-seven pesticides, seventeen organicAnorganic compounds and four solvents werc
tested for the poteatial to intesfere with conjugate binding in the trichioropyridino)
assay (3) (Table I). Fory-five pesticides, seventeen organic/inorganic compounds and
four solveats were tested for the potential to interfere with conjugue binding in the
triclepyr assay (4) (Table [N Nore of the pesticides exhibited an 15 concenteation
below 10 ng/mL in either test kit. The Isg concentration is the concentration which
results iz a 50% inhibition of conjugate binding to the available antibodies, and it is 2
commonly usad reference value for expressing cross reactivity and determining the
extent of imterference. In comparison, the [5y for ictopyr in the Tritiopyr RaPID Assay
test kit is approximately 0.78 ng/mL and 2.31 ng/mL for wichlorapyridinod in the
Trichtcropysidinol RaPID Assay iest kit }

‘8. Specifici

The menbolites of giclopyr, 2-methoxy-3.5.6-trichloropyridine and
3,5,6-trichloro-2-pyridinal, have been 1ested to determine whether the Triclopyr RaPID

Assay test kit will detect their presence in & water sample (3). The Triclopyr RaPID

Assay test kit is sensitive to the methoxypyridine metabolite (Is= 4 ng/mL) but not to

lheuidl.lompyﬁdino]meubolim(lgﬂﬂ.(MnymL). The Trichicropyridinel RaPID

Amyl:tkhismsenﬁﬂwweiumuidomumhmypyﬁdimmboumumlw

conceaotration below 10 pg/ml.

. ’ 7. Medifications and Uses

Modifications to the assay procedure are not recommended, This procedure is valid

only when using reagents manufactured by SDIL This procedure is for use on water

samples, Gmapuﬁmhumsbwldbemvedwiwwnﬂyﬁ:bydhwingme,

mhwmwmﬁmpﬁmmwfdmmmaglmﬁwmm

Vaﬁdnimcﬂhemﬂhodfwunlysisofmhasmkmnimmddbemmﬁmdpmr

to implemeating this method for sample amalysis.

M. Results and Discossion
1. Method Validation

2, Recovery Levels and Precision
Ammmwmmmmmsmlmmm
wedﬂmotmnmﬁdmmmndfaldcwﬂdmmﬁdopﬁinm. The
results are summarized by sample type and fortification level in Tables [V,
Average recoveries of tichloropyridino! at all fortification levels ranged from 104%
mlmmmemespondinsrdxﬁvemnduddwinimsmgedfms%mS%.

‘Avmgnlmovuiaohﬁdopyruaufnniﬁmﬁonlevelsmedftmn%m 118%
mdﬂwemqmudingrdaﬁumdudd:ﬁmmmgad from 5% to 20%.
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b. Standard Curve Linearity
The correlation cocflicient (53) values for the linear regression equations describing
the absorbance as & funciion of Standand concentration ranged from 0,9990 10
0.9998 for michloropyridinol and from 0.9984 1o 0.9999 for triclopyr during the
method validation, )

¢ Limits of Detection and Quantitation

Following 2 published technique (5), the limit of detection (LOD) and Limit of
quantitation (LLOQ) were calculated using the s1andard deviation from the results of
the recovery samples fortificd at the targeted LOQ, which was 0.50 ng/mL for
trichlaropyridinel and 0.10 ng/mL for triclopyr. The LOD was cajculated as three
times the standard deviation {3s), and the LOQ was calculated as ten dmes the
standard deviation (103). The calcolated LOD was 0,14 ng/mL for
trichloropyridined and 0.06 ng/mL for trielopyr. The calculated LOQ was

0.47 ngfml for trichloropyridinol and 0,19 ag/ml for triclopyr (Tables HI.TVY. The
calcutaed LOQ values generally support the validated LOQ of 0.50 ng/ml for
triclopyridinol and 0.1 ng/mb for twiclopyr. For residues that are above the LOD but
bdnwmcnﬁdamdLOQ.nmimvdm_mmbenpmmulusmmcLOQ
(<0.50ngfml.fu"l€l’wﬂl°ng}inl.lonrichpyr)he:nuemesemsiduelevcls
cannot be reliably quantitaed, ! .

2. False Positve/Ealse Negative B

Unfoxtiﬁ:doonwoinmp!u(nnnﬁblmh}mdnmplsforﬁﬁedumawbm
andyuddmingﬂnluldymduumimlheﬁbcpuiﬁvcmdrmcnepﬁvem A
mscposidvnm:nltm:whenl:idmnwaboumeemblithedwnisfoundinl
cantrol sampie known to be free of analyte (6), A [alse negative occurs whengo
residue is detected in 2 sample foctified 3t the LOD. There wers no false positives from
:heunfoniﬁedoomlnmphsmdnofalsenegnmmpomdﬁnmlhewamiﬁed

samples analyzed during this sudy,

. 3. Ruggedpess

[ndividus! recovery values presented in Tables OT-IV ame generally witkin the range of
70-120% with the following exceptions: 15806704 well water samples fonified at
0.50 ng/ml. with TCP, six samples, 126%, 122%, 132%, 130%, 132%.and 124%;
12113212 pond water samples fortified at 0.50 agfml with TCP, two sampics, 122%
and 122%: 14206701 up water samples foctified a1 0,10 ng/mL with wriclopyr, three
sxmples, 130%. 130%, and 140%: 14806706 creck surface water samples fortified at
0.10 ng/ml. with triclopyr, two samples, 60% and 60%; 14806701 tp water samples
forified at 0.50 ng/mi. witk triclopyr, thice samples, 124%, 130%, and 122%:;
12713212 poad water samples fontified 81 0.50 ng/mL. with uiclopyr, obe sample,
128%; 12713212 pond water samples fortified at 1.25 ng/ml with triclopyr. one
sample, 125%: 14806706 creek surface water samples fortified at 5.0 np/m!. with
triclopyt, one sample, 126%; 14806706 creck gurface water samples fortified at
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75 np/ml with triclopyr, two samples, 124% and 121%: 14806706 creck surface water
samples fortified 2t |50 ng/mL with triclopyr, one sample, 132%. Thesa results include
dmmhymﬁphmﬂymonmulﬂpkdmm

4. Confirmatory Method

The detection and/or quantitation of irichloropyridinol and triclopyr can be confirmed
by capillary gas chromatopraphyy with mass selective detection, using method ©
GRM 95.18, "Determinaticn of Residues of Triclopyr, 3.5.6-Trichloro-2-pyriding), and
2-Methoxy-3.5.8-ichloropyridine in Water by Capiliary Gas Chromaiography with
Mass Seiective Detection™ (8). ]

5. Assay Time

The time requircd to analyze a typical analytical batch (25 samiples or recoveries, four
md:nlsmddnqnaﬁrycomulnmple.indupliam)is&om!mShmm.

N. Notes

|. Equipmext, glassware, materials, reagents, and chericals equivalent to those specified

: maybembﬂiumdwimtheundefmndingmudﬁrpafmwcmbemfmmdby
appropriate tests. Cwmhbamywmﬁummmedmbemadﬂyaniublemd
arc not listed hete. Other immuinochermical resgents shoald not be substituted.

2. Reirigerats all kit reagents and sample diluent at 2.8 °C. Do not freeze. Reagents may
be used entil the expiration date printed on the labels. The test ybes require no special
mmmmmumwmmum .

-3, Smdudsdmhnsmb:w:medudhumnﬁmbymﬂnglppwpcim,-
dilurions. Smumsolnﬁminalomionmi:pmemdfmught

4, mrcllowinginformuioumayappeuupmoﬂhcuwdnampm:

"xxx nd” (e.g.. 0.80nd) indicates that the ealculated coneeatration is below the
mmwhhﬂ&smmsmm
{20 pg/mL). The result should be reported “not detected” and the minimum
concentration value should be noted.

-u-mmmmnmmwmwmmof
the 0.00 ng/mL. standard; therefore, 2 concentration cannc be calculated. The result
should be reported &3 “not detected™, . .
“x.xx Hi ° (e.g. 3.82Hi) indicates that the calculated conceatration exceeds the

* maximom coacentration programuied in the RPA-1 RaPID Anatyzer paameters
(3.6 ng/mlL). The sample should be dituted (o.z.. 1:10) with Sample Dilvent and then
re-anxlyzed. .
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GRM 931}

Tablel, Compounds Tesizd for the Poiential to Interfere in the Trichloropyridinol RaPID Assay

Test Kit
Pesticides Solvents (Max Tolerated) Organic/lnorganic compounds
Alachler Acetone (15%) Calcium (chloride dibydraie)
Aldicerb Acetonitrile (5%) Copper (chloride)

Ametryn DMF (>20%) Humic Acid

Atrazine Methanal (10%) - Iran (chloride hexahydrate)

Azinphos methyl ‘ " Magnesium (chlorids hexahydrate)

Benomyl Manganese (chloride) .

Curharyt Mercuric (chloride)

Carbendazim Nickel (sulfate hexahydrate)

Carbofuran Nitrate {sodium)

Chicmpyrifos Perozide {hydrogen)

Chlorpyrifos mehyl Phaosphate (sodium, beptahydrae)
i Silicates (sodium meta.)

24.D Sodium chloride

Diazinon Sulfate (sodivm)

Dincseb Suifite (sodium)

Fenitrothion Thiosulfats (sodium, pentahydrate}

Fluroxypyr Zinc (chloride) .

Glyphosate

Lindane

Malathion

MCPA '

Metolachlor

Methomy)

Oxamyl

Parathion

Parathion methyl

Phosmet

Picloram

Pirimiphos-ethy! -

Pirimiphos-methy]

Profenfos

Propachlor

Tesbufos

Triclegryr
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GRM 95.11

Table Il Compounds Tested fmbe?o::nﬁmobmfu&inuummpwwmmﬂu; Kit

Pesticides Solvents (Max Tokeraied) _ Organie/lnosganic compounds
Alachlor Acctonitile (2%) Cakcium (chloride dibydrate)
Aldicarh Accione (19) Copper (chioride}

Aldicarb Sulfoxide DMF (0.5%) Humic Acid

Aldicarb Sulfone " Methanol (10%) Iron {chioride hexahydrate)
Atrszine Magnesium (chiaride hexahydratz)
Benomyl Mangancse (chlorids)

Butachhor Mexeuric (chlaride)

Butylate Nickei (sulfate hexahydrate)
Captan Nitrata (sodiom)

Carbaryl Peroxide (hydrogen)
Carbendarim Phasphate (sodinm, heptabydrate)
Carboforan Silicates (sodium me.)
Chlorpyrifos Sodigm chloride

Chiorpyrifos methyt Sulfate (sodium)

Clopyralid Sulfite (todinm) .

24D Thiosylfate (sodium, penuhydm:)
24.5T Zinc (chloride)

Diszinon

Dicamba

Dichiaropropene

Dinoch

Disuifoten

Fenitrothi

Fenoxaprop

Floroxypyr

Glyphosate

Hearinene

Imanapgyr

Isofenfos

Lindane .

MCPA

Methamidophas

Metolachior

Metribuzin

Metsulfuron

Pentachlorophenot

Picloram

Pirimicarh

Pirimiphos-ethyl

Pirimiphos-methyl

Profenfos

Progachlor

Tertafos

Thisbendazole

Thiophanat-methyl
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Table IIL Recovery of Trichloropyridinad from Water

Coatrol Sample Deeof TCP, ng/ml. Percent Statistical
Number Analysis Added  Found _ Recovery  Caleulations
14806701 24-May-1995 0 ND» - -
14806704 2¢-May-1995 O ND - -
14805706 M-May-1995 0 - ND - -
12713212 24-May-1995 0 ND - -
14806701 24-M1y-1995 023 NAb -~ -
14806704 24-May-1995 025 Na - -
14806706 24-May-1995 023 NA - -
14808706 24-May-1995 025 NA - -
12713212 24-May-1995 025 NA - -
12713212 24-May-1995 025 NA - -
14806701 24-May-1995  0.50 0.58 16
14806701 24-Muy-1995 050 0.59 s
14806701 24-May-1995 0.50 057 i
14806704 24-May-1995  0.50 0.63 126
14806704 24-May-1995 050 0.6 122
14806704 24-May-195  0.50 0.66 132
14805704 24-May-1995  0.50 a.65 130

* 14806704 2¢-May-1995 050 0.66 132
14806704 24-May-1995 050 062 124
14806706 24-May-1995  0.50 0.57 114 .
14806206 24-May-1995 050 046 92 % = 0.60
14806706 24-May-1995  0.50 0sg 16 5 = 0.047
12713212 24-May-1995 050 0.61 ) (3s¢ = 0141
12713212 24-May-1995 030 - 060 120 (1051 = 047
12713212 24-May-1995  0.50 061 122 RSD = 8%
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Table IIL. {Cont.) Recovery of Trichloropyridinol from Water
Caontrol Sample Dacof TCP, np/mL. Percent Statistical
Numbey . Analysis Added Found Recovery Calculations
14806701 24-May-1995 5.0 5.40 108
14805704 24-May- 1995 50 5.10 ) X2 518
14306706 24-May-1995 50 5.15 103 s 3 013
12713212 24-May-1995 5.0 5.05 101 RSD = 3%
14806704 24-May-1995 50 3558 12
14806704 24-May-1995 50 53.7 107 X = 546
14806704 24-May-1995 50 56.1 112 £= |4
14806704 24-May-1995 50 52.6 105 RSD = 1%
14806701  24-Msy-1995 300 356 ne .
14806704 24-May-1995 300 350 7 X = 337
14806706 °  24-May-1995 300 320 107 . ¥ = 160
12713212 24-May-1995 300 322 107 RSD = 5%
=115
e 10
7

o=

b Not applicable (analyte was detected, but it was

None detected at & detection limit of 025 ng/ml.
below the 0.50 ng/mL. limit of quanitation).

Caleulated limit of detaction, -
Catcolated limi of quantitation.
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Table IV. Recovery of Triclopyr from Water
Control Sample Date of Tri « ogfml Perceat Statistical
Nomber Analysis - Added  Found Recovery Caleulations
14806701  26-)an-1995 (4] NDs - . -
14806701 26-Jan-1995 0 ND - -
14806701 26-Jan-1995 0 ND - -
14806701 26-Jan-1995 0 ND - -
1480670) 26-Jan-1995 [ ND - -
14806701 26-Jan-1995 0 ND - -
14806701 26-Jan-1995 0 ND - -
14806701 26-Jan-1995 0 " ND - -
14806701 26-Jan-1995 4] ND - .
14805701 26-1an-1995 0 ND - -
14806701 27-Jan-1995 0 ND - -
14806701 27-Jan- 1995 0 ND - -
14806701 27-Jan- 1995 0 ND - -
14805701 27-Ianv- 1995 0 ND - -
14806701 27-Jan-1995 0 ND - -
14806704 03-Fcb- 1995 0 ND - -
14806704 03-Feb- 1995 Q ND - -
14866704 03-Feb-1995 0 ND - -
14806704 03-Feb-1995 0 ND - -
14806704 03-Feb- 1995 0 ND - -
14805706 22-Mar-1995 0 ND - -
14806706 22-Mar-1995 0 ND - -
14805705 22-Mar-1995 0 ND - -
14806706 22-Mar-1995 o ND - .
14806706 22-Mar-1995 0 ND - -
12713212 22-May-1995 0 ND - -
12713212 22-May-1995 0 ND - -
12713212 22-May-1995 0 ND - -
12713212 22-May-1995 ¢ ND - -
12713212 22-May-1995 0 ND - -

-
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Table IV. (Cont.) Recovery of Triclopyr from Water
Control Sample Daeof  Teclopwr og/ml.  Percent Statistical
Number Analysis Added Found Recovery Calculations
14806701 26-1an-1995 0.05 Nad -
14806701 26-]an- 1995 005 NA -
14806701 26-Jan-1995 .~ 0.05 Na
14806701 26-Jan-1995 0.05 Na
14306701 26-Jan-199% 0.05 NA

14805704 03-Feb-1995 0.05 NA
14805704 03-Feb-1995 0.05 NA
14806704 - 03-Fcb-1995 0.05 NA
14806704, 03-Feb-1995 0.05 Na
14806704 03-Feb-1995 0.05 NA
14806706 22-Mar-1995 005 NA
14806706 '22-Mar- 1995 0.03 NA
14806706 22-Mar-1995 0.05 NA
14806706 22-Mar-1995 0.05 NA
14806706 22-Mnr-1995 0.05 NA
12713212 2-May-1995 005 Na
12713212 22-May-1995 005 NA
12713212 22-May-i995  0.08 Na
12713212 22-May-1995 005 NA
. 12713212 12-May-1995 008 NA

Illlllllllililll!!ll

lillllillllt:ll{l!

14806701 26-Jan-1995 0.10 0.09 %0
14806701 26-Jan-1995 0.10 .0.10 100
14806701 26-Jan-1995 alo 0.09 S0
14806701 26-Jan- 1995 0.10 0.10 100
1480670¢ 26-Jan-1995 0.0 0.09 90
14806701 26-Ian-1995 0.10 .09 -90
14808701 26-Jan-1995 0.10 0.10 100
14806707 26-Jan-1995 alo 0.1} 110
14806701 26-Jan-1995 0.10 an - 1o
14806701 26-Jan-1995 o.10 0.10 100
14B06701 26-Jan-1995 ¢i0 o012 120
14306701 26-Jan-1995 0.10 009 90
14806701 26-Jan-1995 0.10 0o’ 100
14806701 26-Jan-1995 Q.10 0.09 90
14806701 26-Jan-1995 oo arn 120
14806701 26-Jan-1995 0.i0 0,10 100
- 14806701 26-]an-1995 0.10 [N} ] 120
14806701 26-Jan-1995 Q.10 0.10 {{e.1]
14308701 26-lan-1995 Qlo Q.13 130
14806701 25-Jan-1995 0.!0 (L% § 10
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Table IV. (ConL) Recovery of Triclopyr from Water

Cantrol Sample Daie of Tr!clgm. np/ml. Percent Statistical

Number Analysis Added Found Recovery Calculations
14806701 27-Ian-1995 0.10 on 110
14806701 27-3an-1995 o.10 .10 100
14805701 27-Jan-1998 0.10 0.1 110
13806701 27-Jan- 1995 0.10 a.13 1M
14805701 27.Jan- 1995 0.10. 0.1 1o’
? . 14806701 2}-Jan-1995 010 0.11 1
14806701 27-Jan- 1995 0.10 0.1 110
14805701 27-Jan- 1995 0.10 0.12 120
14806701 I7-Jan- 1995 0.10 0.J4 140
14806701 27-)an-1995 o.10 0.12 120
14806704 03-Feb-1995 .10 0.08 B0
14806704 03-Feb-1995 0.10 0.1 110
14806704 03-Feb-1995 0.10 009 90
14806704 03-Feb-1995 0.10 0.07 70
14806704 03-Febd-1995 0.10 007 70
14806704 03-Feb-1995 0.10 0.07 n
14806704 03-Feb-1995 0.t0 0.07 70
' 14806704 03-Feb-1995 0.10 0.09 90
14806704 03-Feb-1993 0.10 .07 ‘70
. 14306704 03-Feb-1995 01 - om 0
14806705 22-Mar. 1995 0.10 0.07 70
14806706 22-Mar- 1995 Q.10 003 80
14806706 22-Mar- 1995 0.10 0.08 80
14805706 22-Mar-1995 ° 010 G.os 60
14806706 12-Mar-1995 0.10 0.06 60
14806706 22-Mar-1995 0.10 0.08 80
14806708 22-Mar-1995 0.10 Q.03 L]
14806706 22.Mar-1995 Q.10 0.08 80
14806706 12-Mar-1995 0.10 0.08 20
14806706 22-Mar-1995 0.10 amr 70

® [
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. * TableIV. (Con) Recovery of Triclopyr from Water
Contro! Sampis Date of Triclopyr. ng/mi. Perceny Suatistical
Number Analysis Added Found Recovery Caleulations
12713212 2-May-1995 © 0.10 ol 100
12713212 22-May-1995 010 0.10 100
12713212 2-May-1995 010 ol Ho
12713212 22-May-1995 010 0.1 e
12713212 22-Msy-1995  ©.10 0.12 120
12713242 22-May-198 010 041 Mo 3 = 0.097
12713212 2M-1993 Q.10 012 - a0 © 1= 0019
12713212 1-May-1995  0.J0 a.11 1o (3sr = 0057
12713212 22-May-1995 010 an . e {10s¥ = 0.19
12713212 22-Msy-1995  0.10 0.10 100 RSD = 20%
1480670! 26-1an-1995 02s 025 100
14806701 26-Jap-1995 ° 025 028 1§2
14806701 26-Jan-1995 025 026 104
14806704 03-Feb-1995 02s 020 80
14806704 03-Feb-1993 025 0.19 76
14806704 03-Feb-1995 025 on 92 ,
12713212 22-May-i1995 025 025 100 % » 0246
12713212 2-Mey-1998 0325 027 tos £ = 0031
. 12713212 23-May-1995 025 0.28 12 RSD = 13%
14806701 26-Jan-1995 050 0.60 120
14806701 26-Jan-1995 0.50 0.62 124
14806701 26-Jan-1995 0.50 0ss 1o
14805701 26-Ian-1995 0.50 055 130
14806701 28-Jan-1995 050 .57 114
14806701 26-Jan-1995 0.50 0.61 122
14806701 27-120-1995 0.50 057 114
14806701 22-Jan-1995 0.50 057 114
14806701 27-Jan-1995 050 0.56 ©ol2
14805704 QO-Feb-1995 050 047 o4
14806704 03-Feb-1995 @50 0.48 9%
14805704 03-Feb-1995 Q.50 048 96
14806706 2-Mar1995 050 058 16
14806706  22-Mar-1995 0.350 0.59 18
14806706 -Mer-1995 0350 054 108
. ©12mEm 22-May-1995  0.50 059 118 i = 057
12713212 22-May-1995  0.50 0.64 i28 5= 0.05
12713212 22-May-1995 050 0.60 120 RSD = 9%
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Effective Date: May 20, 1997 GRM 95.1)
. Table TV. (Cont) Recovery of Triclopyr from Waer .
Control Sample Daws of Triclopyr, ng/ml. Percent Seatistical
Analysis Added Found Recovery Caleulations
14805701 26-Jan-1995 Lo 1.08 108
14806701 26-Jan- 1995 L0 1.1l 1
14805701 26-1an-1995 1.0 1.14 1is
14306701 26-1an-1995 - 1.0 1.13 113
14805701 26-12-1995 1.0 1.08 108
1480570) 26-]an-1995 10 1.09 109
14305701 27-Jan-1995 1.0 1.10 1no
14306701 27-1an-1995 1.0 1.09 109
14806701 27-Ian-1995 1.0 1.08 108
14806702 03-Feb-1995 " L0 0.95 95
14806704 03-Feb-1995 1.0 0.95 95
14806704 03-Feb-1993 1.0 .07 7
14808706 22-Mas- 1995 1.0 1.01 101
. 14806708 22-Mar-1995 1.0 112 112
14806706 22-Mas-1995 1.0 Lo? 107 .
173z 22-May-1995 1.0 L2S 128 =108
12713212 22-May-1995 1.0 1.03 103 s = 0.07
12713212 22-May-1995 1.0 1.10 110 RSD = 6%
. 14806701 26-Jan-1995 20 202 101
14806701 26-Jan-1995 20 L75 88
14806701 16-Jan-1995 20 19¢ 100
14306700 26-Jan-1993 20 1.92 o5
14806701 26-Jan-1995 20 195 98
14308701 26-Jan-1995 20 1.98 %9
" 14806701 27-Jan-199S 20 1.5¢ 9
14806701 27-Jan-1995 20 1.94 97
14806701 27-Jan-1995 20 200 100
4806704 03-Feb-1995 220 1.82 9
14806704 03-Feh-19935 0 1.74 87
14806704 03-Feb-1995 20 1.92 9%
14806706 22-Mar-1995 20 190 95
14806706 22-Mar-1995 20 zm 102
14806706 22-Mar-1995 20 1.83 92 ' .
12713212 22-May-1995 0 216 108 = 195
12713212 - 22-May-1995 20 1.89 95 s a0]3
12713212 22-May-1995 20 0 14 RSD = %
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Table IV. (Cont.) Recovery of Triclopyr from Water
Control Sample Date of Triclopyr, ng/mL Percent Statisticat
Number Aonalysis Added Found Recovery Calculations
14306701 26-Jan-1995 3.0 282 94
14306701 26-Jan-1995 30 275 92
14806704 03-Feb-1995 30 248 83
14306704 03-Feb-1995 3.0 256 85
14805704 03-Feb-1995 ao 260 87
14806708 22-Mar-1995 a0 an 92
14806706 22-Mar-1995 e 2.60 87
14306706 22-Mar-1995 30 67 89
12713212 22-May-1995 10 176 92 X =278
12713212 22-May-1995 30 3.12 104 -2 a 0%
12713212 22-May-1995 30 3.09 103 RSD = 7%
14806706 22-Mar-1995 50 35 110
14806706 ~ 22-Mar-1995 5.0 58 116
14806706 22-Mar-1995 3.0 5.9 18 X =39
14806706 12-Mar-1995 50 63 126 s e 03
14806708 22-Mar- 1995 3.0 5.9 118 RSD = 5%
14306708 22-Mar-1993 25 25 100
14806706 22-Mar-1995 25 F1) 108
14806706 22-Mar-[995 25 24 96 .= 25
14806706 72-Mar-1993 25 22 88 s=19
' 14B06T06 22-Mar- 1995 25 27 108 RSD = 8%
14806706 22-Mar- 1995 75 [c} 124
14806706 22-Mar-1995 75 Nn 121 ,
14806706 22-Mar- 1995 75 86 115 T = 88
14806706 22-Mar-1995 75 83 I 5= 40
14806706  ° 22-Mar.1995 3 87 Lis RSD = 5%
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Page 45
Effertive Dae: May 20, 1997 CRM 35,11
* Table V. (Conw) Recovery of Triclopyr from Water
Conwol Sample  Daeof _ Trciopyr.n Percent Starisucal
Number Analysis Added Found Recuvery Calcuiati
14BOS7DG 22-Mar-1995 130 169 113
14806705 22-Mas-1995 150 156 104
14808706 22-Mar-1995 150 182 108 X =17
14806706 22-Mar-1995 150 198 132 Rt
14805706 22-Mar- 1995 150 168 112 RSD = 8%
14806706 22-Mar-1995 300 276 92
14805706 22-Mr-1995 300 93 9
14806705 22-Mar-1993% 300 250 97 7= 300
14806706 22-Mas-1993 300 285 95 . =3 18
14806706 22-Mar-199% 300 356 119 RSD = 9%
o= 102
r= 13
. n= |59
* None detected at 3 detection limit of 0.05 ngAnl..
b Nouppliuble(ualyumdewcmhuhwhahwtbao.mnm limit of quantitation).

<
d

Calculated limit of detection.
Caleulated limit of quamitation.
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Effective Date: May 20, 1957 GRM 93,11

- -
o o .
bl

o
tn
i

Logit B/Bo
g
[=]
1

-1.5 —— | B | T T T
2.5 -2.0 -1.5 -1.0 .0.5 0.0 0.5 1.0 1.5
in Triclopyr Conc. {ng/mL)

: 3 - ! I Lopl
ng/feal. In {Canc) 450 nm B/B, (B/B,)

0 NAs 121 - NA NA
Q.10 -230 0.896 0.7387 1.041
10 0.00 0.450 03710 0.526
3.0 1.10 0.287 0.2366 -LIN
2 NA = Not Applicable,
Slope =-0.635
Y-inicrcep =.0482

Correlntion coefficient (r7) = 0.9994
Quatity Conrol Solution = 222 ng/mi

Figure I, A Typical Calibration Chgve for Triclopyr
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DowElanco
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Page 48

GRM 95,11
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Figure 2. Representative Data for theDenmninnionofT:idopyrin Water
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GRM 95.7)
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Figure 2. (Cont.) Represeatative Data for the Determination of Triclopyr in Water
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GRM 95.1)
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Figure 2. (ConL) Representative Datx for the Determitiation of Triclopyr in Water
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