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ChlorpyrifosMethod Validation of Chlorpyrifos in Insecticide Formulation
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NNTANYIIBNIINTIVIATIZH Chlorpyrifos 1aeds Gas Liquid Chromatography (GLC) 161
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Column : Capillary, HP-5(5% Phenyl methyl siloxane)

30 m. x 0.32 mm. (id.),0.25 um, film thickness

Split injection : Split ratio : 50:1

Injection volume : 1 pl.

Detector : Flame ionization

Temperature

lvihnisnsiaaeuanuldlavesisnisiwenil wasglunaineausula Al

Colum oven : 220°C  Injection port : 250°C Detector : 250°C
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Range WiaUSinavesasillinaaeuaunsaiiaseildesagniosuazuiug eglurg
0.25 - 2.50 Hadnusaiadans
Linearity Wioanuduiissening response fuUSinaesasiizinszivageuaunsah
16 oglurng 0.25 - 2.50 dadinTusiediaddns wag Chlorpyrifos § Correlation coefficient (r)
= 1.0000
Precision Repeatability 161 HORRAT = 1.74

Reproducibility 1¢iA1 HORRAT = 0.87

Robustness 19A1 HORRAT = 1.36

Ruggedness a1 HORRAT = 1.27

Faluiu 2 uLnaenansanvee AOAC wag EU, Codex

Accuracy (A39a8UANNABY) V8I5N15 16 % Recovery = 99.2 %

Feog/luraa 98 - 102 % MUNUANNAINTUFMTUATNAUTUIUNINATY 10 % Y83 AOAC
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Chlorpyrifos fovnaedany  IUPAC O,0-diethyl  O-3,5,6-trichloro-2-pyridyl
phosphorothiate Hgnslutanailu CioH;,CLNOSPS ﬁﬂfmﬁfﬂimaqa 350.62 AVi@RLLAY 42-43.5
osmwava \uwdndvnn fnduduzdu TAeSedin (Halflfe) 60-120 $u 1luasirdndnsity
Ussnnliineady  ldeuauuuadduiu  wazuuasdnsiluluiy dn walivanewiln naenausayiivigu
fdavueuledn, masnselan, lsatudy, dranein Wudu wilnvesgnsnaultu TC (Technical grade),
EC (Emulsifiable concentrate) faanfuiuidounaduniauin (LDsy e ol sacue)135-163 adniuse
Alandy Sauidufiuevan LDs, (96hours).rpey veu: 0.003 daandusedns finudufivsonsroudig
i (Agrochemicals Handbook,1993)
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wazdostulalliidnsfivarannuiumusomatndndagiiy F8n19nsaiasigd Chlorpyrifos tu 135
171m33571 CIPAC (Collaborative International Pesticide Analytical Council) LLGﬁ%@JWlﬁg’mﬁguU’Nﬂ%ﬂ
lianansovienuldione  wasiefunsUssadaussann Ssndudosssndlivnzauiu
winsfleuarqunsniiifldogasdluriosufifins vatilensaauemnaldldvesiBnudeimun 150 17025
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1. 1394 Gas Liquid Chromatography (GLC)
2. peduil vila Capillary nelup@ausie 5% phenyl methyl siloxane (HP-5) #un 0.25
lalasiuns

ynadurAugnaengly 0.32 1adans 813 30 WAs iseWiguwin



. A3R9TIaLLIYR 4 38 5 fwiud (+ 0.1 Taan5y) NEUATABUMIBUKA

3
4. Ultrasonic bath
5. 929USHAS BUA 10,25,50,100,250,1000 fadans MHunsaeufiouLan
6. YuUm vun 2,3,4,5,8,10 Taddns Trnunsdeuifisundn
7. vial vu1A 2 Haddng
GUEILH
1. @1511m3§1U Chlorpyrifos 99.5 %
2. @15 Chlorpyrifos ﬁﬁmmﬁwﬁuq& (Technical grade)
3. fegauaniua Chlorpyrifos 40 %
4. Acetone AR grade
5013
1. WAIUNISNITIATIZI Chlorpyrifos
1.1 TneuSudianmznsldnueios 6LC TumsmuSadiutuouvesansidududie HP-5
Capillary column gt
Column : Capillary, HP-5 (5% Phenyl methyl siloxane) 30 m. x 0.32 mm. (id.),0.25
um, film thickness
Injector system : Split injection, Split ratio : 50:1, Split flow.: 100 ml/min, Injection
volume : 1 pl,, Detector : Flame ionization
Temperature : Colum oven : 220°C, Injection port : 250°C, Detector : 250°C
Gas flow rate Helium (carrier) : 2.0 ml/min, Hydrogen : about 30 ml/min, Air : about 300

mUl/min, Nitrogen : about 30 ml/min

2. mimﬂ%mmmiaaﬂqw'é Chlorpyrifos
2.1 NMSHSUUAITATANLNINTFI
%ﬂﬁﬂiuwmﬁgwu Chlorpyrifos 2 $1(C, , C,) Wldhmeinduduoudssana 25 fadnsu ldlu
Volumetric flask 9119 25 1addns fid Acetone Ussanay 15 faddns weilviazanesie Ultrasonic
bath Uszanas 15 wiit ;nthuheonsnsandlilmbuiigumgiivies Usuusinasde Acetone ieliidn

fu wudld Vial vune 2 Jadans

2.2 NIFTUUATALAYVBIETANULUTIUGS (Technical grade)
a5 Technical grade 10 91 ( T,-Ty ) WAl wminfuuuesuuszanu 50 Taansu Tldalu

Volumetric flask wu19 25 faaans hu Acetone Uszunad 15 Haaans e bwazatgsie Ultrasonic



bath Uszanas 15 wiil annduiheenundsislilidungumaivies Usuuiannsime Acetone welidn

Y

My wuald Vial aue 2 Hadans

2.3 A9 UUSINUNLLLDUYBIE1S Technical grade
v a A v o 9] @ . a =

ATIVEOUAMUNFONVOUATDY GLC NIUSUAENIZNTITNU LazIaUNTEN baseline 158U 39

a a v d' Y & v X Ay v a
noaesdnasararensgu 1lilasdns wWiasesivatenase ulaaituils peak w3eAugs peak
UANANAINANRABTBINTITANRARDNY 3 ASTAY 1 % 1Ases GLC Jwndeouldanu uail@eansazany
UIATTIULAZATALALVDIANTANITNTUE LENTIRARUMIUSHIUTIULEY Aatddy Al

C1’C1,T1,T1,C2,C2’T2,T2,C1,C1,T3,T3 .........................................

A13aLanENInIFIU 19 2 Aaadlen % Relative Percent Different (RPD) laitAits 3 %

% =_(factor max — factor min) x 100

factor mean
2.4 NM3ANUINU Response factor

response factor = WA x Purity 39 f = SxP

Peak area Hs
S = tmiInues Chlorpyrifos Tuansazateuinsgiu @adnsu)
P = wWeddudmnuuianivesansunnsgiu Chlorpyrifos (%)
Hs = fuilléfiaves Chlorpyrifos luansazaneanasgu
2.5 MIATUIUNT % a’]i’eJE)ﬂE]‘Vlé Chlorpyrifos Tuansazaiy Technical grade ﬁaaumwialﬂff

Chlorpyrifos content = _HW x f

w
HW = ﬁuﬁiﬁﬁﬂﬁum Chlorpyrifos Tuansazane Technical grade
F = Auade response factor
W = ifﬂﬂﬁﬂmaﬂ Chlorpyrifos Tugnsazane Technical grade

2.6 1A % VB9 Technical grade 7lA%s 10 A1 mALaduasld % Auluouves Technical

grade

3 as19aeurenuludunss (Range/Linear) ¥8935n13



3.1 #1A1 Range

3.1.1 43813 Technical grade finsuesifusuiuou Timundudusieg 6 mududunas 1 61
Tnedaiminlsiusana Chlorpyrifos ﬂiamqwzmﬁi%’mu TawA 25,50,100,150,200 way 250 Jadnsy
1dlu Volumetric flask aunm 100 faaans fu Acetone Uszane 50 ml wenliazatesie Ultrasonic
bath Uszanas 15 wit mnthuoenunsandlilmBuiigumgiivies Usuusinasde Acetone weliidn
Au wusld Vial aunn 2 fadans

3.1.2 AnasarauiaesanduanAudutesluun

3.1.3 Plot N9 3¥WINAMUTUTUUDIET Technical grade (AL x ) iU response ( WA y)

3.1.4 fansandaeiidudunse

3.2 ¥11A1 Linearity

3.2.1 B9nAa1n Range Mdudunss 3 anududu

3.2.2 43815 Technical grade finsrusesiuduvueu 19 6 Anududu auildondsd
25,50,75,100,125 waz 150 faaniu Tdlu Volumetric flask vu1n 100 fiaddns 1A Acetone Uszanau
50 fiadans welwazatede Ultrasonic bath Uszanas 15 wift arniiuieenusais3lmdud
gauniiviod UsuUSunsme Acetone wenlmdniu wudld Vial wuna 2 daddns

3.2.3 AnasaraulaeanduannAudutesluuin

3.2.4 Plot N9 3¥WINANUTUTLUDIET Technical grade (LAY x ) iU response ( WA y)

3.2.5 Awanumen Correlation coefficient ( r ) wnausieausud r = 0.995

4. ATIVADUANULLIUELN (Precision) UB9I5N13
4.1 Repeatability (Jumsvinisneassm Precision Tugﬂmaﬂ Repeatability FaBunanis
NaABUINNTRIUAURNMSREITY raaeunuiieniu wdewdloireai)

411 @15 Technical grade Finmuesduduiusuiissiuaududunigluganisldon
(nelu range Fmle ande 3.1) S1udu 3 AILTLTUAE 10 41 1¢uA 50,100 way 150 faansa. ldlu
Volumetric flask wu1n 25 fiadans Whu Acetone Uszunu 15 Taddns weiliazaigaie Ultrasonic
bath Uszanas 15 it mntuhesnundandlilmBuiigumgfivies Usuusinasde Acetone weliidn
Au wusld Vial aunn 2 fadans

4.1.2 45 Chlorpyrifos finsnuesidudutueuiiseduanududunelugianisidou (ngly
range wild 91nde 3.1) §awau 3 Anududugar 10 9 TEuA 50,100 war 150 fadndu. ldlu

Volumetric flask wu1e 25 faaans hu Acetone Uszunad 15 Haaans e tvazatgsie Ultrasonic

a

bath Useunad 15 il ntiutiesnuidsnai i unaunnies Usuusuinseie Acetone weliign

9 Y

Ay wusld Vial aue 2 feddns  91ntuda do 4.1.1,4.1.2 oleTziniUiuiuaseangnd

Chlorpyrifos Tuansazany



4.2 Reproducibility (:unnsviinismaaesm Precision Tusuues Reproducibility Saiiunanis

negeuINTiBslfuRnsluszasiaunng1eiu) viinisveasamilouts 4.1

5.715739@8U Robustness/Ruggedness U438N13
5.1 Robustness (1Jun1svinnismaaesm Precision 1‘143%@@ Robustness Fadunanisnageu
MNVesUTRNIUAIUREU Oven temperature 270 220 — 230°C) ynsvaaewilouts 4.1
5.2 Ruggedness (Junsvinsnaassn Precision Tugﬂﬁuaq Ruggedness %ﬂLﬂuNamiVIﬂaaU

vl UANTHAUGEUATRY) Yinsnaasvilaude 4.1

6.7TIADUAINNYNADY (Accuracy) VBIITNTT
6.1 wisuansavans Stock Tech Tflmududufindusudszana (5 mg Al /ml)

#3813 Technical grade TmsuiminuiueuUseanm 1,275.5 fadanda. 1dlu Volumetric flask
WA 250 Hadans LAu Acetone Uszana 150 fadans welazatuaie Ultrasonic bath Uszanu 15
unit nifuheenudeisl iR Auigumgivies UfuuTinmsie Acetone weliidniy

6.2 WiBNansazae Stock Sample Willanududuiiviveuuszana (1 mg Al /m)
wisuansavanewiiouds 6.1 Tnedshetswandast Chlorpyrifos Imsiutmdnuiusuyszanas
2,500 fiadnsu Tdlu Volumetric flask v1e 1000 dadans
6.3 w3suansazaedie Plot nsl
Ynasazay Stock Tech (U9 6.1) Usuns 2, 5 uag 8 Uaddns ldlu Volumetric flask aunn 25

1%

fiaddns UuUSunnseie Acetone wenlidniu Tiansazaneaes Technical grade fiflanududuves
Chlorpyrifos 1u 0.4, 1.0 uag 1.6 fadnsureliaaans auanu Wluaatiases GLC TnaSasasu
AINAULTUTY
6.0 wW3BNansaza1eLfionAn Origin
Uinansazae Stock Sample (1o 6.2) Usuns 10 dadans ldlu Volumetric flask w1 25
fadans $1wau 10 81 USud3unmseae Acetone wenlidndy hlusadeies GLC muSuna
Chlorpyrifos Wigufunsm (U9 6.3)
6.5 W3BNasazateLfionAn Spike
6.5.1 Yimansazany Stock Sample (U9 6.2) Usuns 10 fadans ldlu Volumetric flask auin 25
fladans $1uau 30 9
6.5.2 VUnansazane Stock Tech (8 6.1) Usums 2, 3 uae 4 faaans 1alu Volumetric flask i3]
Stock Sample 48 6.5.1) Aruduua 10 91 UsuU3annseae Acetone wehlhdhiuluandniedos
GLC wyU3unas Chlorpyrifos Wisuiunsin (U9 6.3)

6.6 N15UIELIUAT Accuracy 270 % Recovery



ﬁ'whﬂ%mmmiaaﬂqmé Chlorpyrifos 7i8usn Origin wag Spike (fo 6.4-6.5) WIANARLLAY

AUIUAN% Recovery Iagfadagluyae 98 - 102 % ananaaiinsandmsuansniusuiauinnii 10

% Y93 AOAC 31ngns % Recovery = (CoNCypiked sample = CONCoriginal sample) X 100

ConC  added

FTYLLIAT SUABUNATIAY 2554 Lavdugaieuiug1ey 2555

ANUNNINITNAAD9

v @

Mol URNIINAUMUTRILTEUUATIIERUANA N IR ETENSINYAT d1EnIdeiautdadunisuds

q

NWATNYAT NIUIVINITLNUAT

8. NANIVNAADILAZIANTA

M5197 1 N3UsELILAN % Relative Percent Different (RPD) VOIAITUINTTIU

std. mg. Area %RPD
C1 25.1 124.66092 1.38
c2 253 126.39229

C1 25.1 126.11436 1.33
c2 253 127.80464

C1 25.1 126.20525 1.38
C2 253 127.95921

C1 25.1 126.22549 1.03
C2 253 124.92964

C1 25.1 125.84093 1.07
C2 25.3 124.49397

C1 25.1 125.98462 1.11
c2 253 124.59667

3INANTNN 1 ey % Relative Percent Different (RPD) k&3 WUI@NTaZanguInIgIung 2 i

AkaAY 3 %

A15197 2 Woesiduriadevesans Technical grade

@1382818 Technical grade Wosldusvuoaans Technical grade




T1 97.71
T2 97.89
T3 97.80
T4 98.13
T5 98.34
T6 98.34
T7 98.14
T8 98.06
T9 97.88
T 10 98.04
Wi 98.03
SD 0.214

NA3197 2 WemAadeuss % @15 Technical grade 10523la719 10 A1 A8ld % AuluouvoIES

Technical grade 11U 98.0 %

MITNT 3 AIATIVEDUTVOINITIA (Range)

1991 Range fimududu 0.25 - 2.50 fadn3usefiadans ves Chlorpyrifos
meg/ml Area
0.25 30.62696
0.50 62.55021
1.00 122.87712
1.50 183.61192
2.00 24531111
2.50 308.12750




Calibration Curves

S T ey i E g chlorpyrifos at exp. RT: 3.513
300 4308.128 § | FID1 A, Front Signal
250 4 i | Correlation: 0.99999
] 5 i Residual Std. Dev.: 0.61610
200 { | Formula: y =mx + b
150 4 3 4 m: 122.65133
3 : b -1.57035e-1
100 2 i X: Amount
504 1 i y: Area
1 AR— il
0 1 2
Amount[ng/ul]

Instrument 1 3/31/2011 6:20:55 PM tassanee

a

PNAINAaRIMUIIIA Chlorpyrifos 16 Range diAn 0.25 — 2.50 dadnsuneliadans

A < 1% . .
A9199 4 N15RTIARUANULUUEUATS (Linearity)

N1591 Linearity fiAnadudy 0.25 - 2.50 Jadnsuneliadans ves Chlorpyrifos

mg/ml Area
0.25 30.43195
0.50 61.37973
0.75 90.10273
1.00 121.48102
1.25 150.88585
1.50 181.70294

Calibration Curves

Aeay chlorpyrifos at exp. RT: 3.511
1181.703 6 | FID1 A, Front Signal
Lt .| correlation: 1.00000
s 5 | | Residual Std. Dev.:  0.21963
:igz 3 4 i Formula: y = mx + b
] ; m:  120.97328
& 2 i b -6.06754e-2
ng : j x: Amount
2 E y: Area
o I I
0 1
Amount[ng/ul]

Instrument 1 3/31/2011 4:47:34 PM tassanee




10

NN1TNAABIAN Linearity tam1 Correlation coefficient (r) = 1.00000

M15991 5 A1 Precision 91 3 AMULTNTU ATI980UN1INIUGT (Repeatability)

ASail AU 0.5 mg/ml AILTUTY 1.0 mg/ml ALTUTY 1.5 mg/ml
W98 me/ml | % 7insaany | uuens me/ml | % finsrany | uwdeens meg/ml | % finsiany

1 30.7 38.50 61.6 37.93 91.9 38.32
2 315 37.99 61.7 40.10 92.1 38.10
3 32.0 38.62 61.8 37.65 92.3 37.91
4 32.1 37.98 62.0 37.66 92.6 37.66
5 324 37.64 62.5 37.97 93.0 37.86
6 32.7 38.03 62.8 38.28 93.2 37.99
7 32.8 37.47 63.7 38.31 94.5 37.57
8 334 37.43 64.7 40.84 95.2 37.95
9 33.4 39.96 64.8 40.49 95.7 37.54
10 33.8 38.37 65.8 40.83 96.8 37.42

mean 38.20 39.01 37.83
SD 0.742 1.374 0.281

N"139333@8Y Precision Nagluguved Repeatability Ao Nsnsaaaeuaulndifssiuseniadoya
Aldannsiaseian Jauanmaluguves % RSD Mntoyanivunveansmaasdlaai fail
X =3835  unaglia SD =1.015
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A0 % RSD Agns % RSD = _SD_ x 100
X

% RSD (experimental) = 1.015x 100 = 2.646
38.35

n15UseLlU Precision ety (HORRAT) HORRAT

% RSD experimental

Predicted Horwitz RSD

Al Predicted Horwitz RSD @sigms  RSD = 0.66 x 2 (102105

dlen C = Concentration ration laA1 = 0.383
RSD = 0.66 x 2 (1050sc)  gaq = 1.525
HORRAT = 2646 laf = 1.74

1.525

9INMIMAGBIM Precision flagluguves Repeatability l¢iA1 HORRAT = 1.74
\NeueigaNFUAN Precision Y84 AOAC gaufu < 2 uag EU, Codex 8auiu < 2
FetuABAAT 19 Chlorpyrifos TWinan1swaaeu Precision Mioglluguues Repeatability fid1 HORRAT o¢

Tunasineausule

A5991 6 NI Precision 7 3 ANUITNTU MTI@OUNIINIULT (Reproducibility)

adai AU 0.5 mg/ml AILTUTY 1.0 mg/ml ALTUTY 1.5 mg/ml
wufeEe mg/ml | % finsrany | wudegie me/ml | % finsiany | uufeg1s me/ml | % finsiany

1 31.4 38.42 60.5 38.48 93.0 38.57
2 31.9 38.15 61.4 37.52 93.0 38.48
3 32.0 38.03 62.0 37.56 93.3 39.0
4 32.1 38.0 62.6 38.43 94.1 38.96
5 32.3 38.17 62.7 38.11 94.2 39.23
6 324 375 63.2 37.82 94.6 38.72
7 32.5 37.94 63.3 38.18 94.8 38.7
33.3 37.84 63.8 37.76 95.4 38.37
9 34.1 38.04 64.3 38.17 96.0 38.79
10 34.4 37.95 65.1 37.54 97.0 39.46
mean 38.00 37.96 38.83
SD 0.238 0.365 0.339




N139333a8Y Precision Negluguves Reproducibility Az MsnsaaaeuaulndiAssiusening

v Ay v a ¢ o % & PR
ﬂa%aml@ﬂqﬂﬂ'ﬁ?lﬂirquﬂ GUQLLa@QNaIUETJGU@Q % RSD ﬁ]’]ﬂ“UE);JUaVIWNM@Qmi‘maaﬂl@m MNUY

X =3826  uwaglae SD =0.510
AR % RSD Augns % RSD = _SD_ x 100

X
% RSD (experimental) = 0.510x 100 = 1.333

38.26

n13UsEIu Precision Tagld (HORRAT)  HORRAT = % RSD experimental
Predicted Horwitz RSD

A0 Predicted Horwitz RSD m1ugms  RSD = 0.66 x 2 (1021

wWeAl C = Concentration ration la@n

= 0.383

RSD = 0.66 x 2 (1050sc)  Hgaq = 1.525

HORRAT = 1.333 oA = 0.87
1525

91Nn13MAABAM Precision flagluguues Reproducibility 1A HORRAT = 0.87
\nauTiEaNsUAT Precision Y89 AOAC 8aTU < 2 Uay EU, Codex gausu < 2
FetuAB A2 Chlorpyrifos Tnan1smageu Precision fiegluguues Reproducibility Hfn HORRAT

aglunauineausula

A15799 7 ASY Precision 1 3 ANULUNYY M5I9@BUN1TNIUYT (Robustness)

12

Asadi ALY 0.5 mg/ml AULTNTY 1.0 mg/ml ALTNTY 1.5 mg/ml
wufeEe me/ml | % finsiany | uufegns me/ml | % fiasany | uw.fieg1 me/ml | % finsaany
1 30.7 36.93 61.6 37.15 91.9 37.63
2 31.5 36.66 61.7 37.45 92.1 37.55
3 32.0 37.72 61.8 37.17 92.3 37.53
a 32.1 36.9 62.0 37.36 92.6 37.32
5 32.4 36.66 62.5 37.63 93.0 37.57
6 32.7 37.11 62.8 37.32 93.2 37.38
7 32.8 36.51 63.7 37.67 94.5 39.45
8 33.4 36.5 64.7 37.62 95.2 37.2
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9 33.4 37.31 64.8 37.22 95.7 37.18
10 338 37.24 65.8 39.55 96.8 39.62
mean 36.95 37.61 37.84
sD 0.395 0.707 0.906

N13M333a8Y Precision 7aglusuves Robustness A n1snsiaaeuanulndliesiusenitdoyad

lpann1sinseien Fauananaluzures % RSD aNdayananuaveen1snaaedlan qadl

AU % RSD Agns % RSD

% RSD (experimental)

X =3747

SD__ x 100

>

0.778 x 100
37.47

A1sUsELlU Precision taglyd HORRAT HORRAT =

AU Predicted Horwitz RSD A3gns

WaeAl C

RSD

= Concentration ration la@n

=066 X2 (1-0.5 logc)
HORRAT =

2077

1.530

RSD =

H
De
.
2
I}

—
e
.
2
Il

wazlaen

2077

SD =0.778

% RSD experimental

Predicted Horwitz RSD

0.375
1.530
1.36

0.66 x 2 (1-0.5 logc )

91Nn3MAABAM Precision flagluguues Robustness A1 HORRAT = 0.87

WNUNEBNSUAN Precision 189 AOAC gausU < 2 kay EU, Codex 8ausu < 2

AIUITIATIEN Chlorpyrifos Tnan1snaaeu Precision Megluguves Robustness 3iA1 HORRAT aglu

WnaNeausUle

M157497 8 AU Precision 91 3 ANULTLTY HFI9EOUNITNIUYT (Ruggedness)

A9 ALTUTY 0.5 mg/ml AILTUTY 1.0 mg/ml AU 1.5 mg/ml
U981 me/ml | % fimsaany | wuiiesns me/ml | % finsaanu | uw.fegis meg/ml | % finsanu
1 30.7 36.98 61.6 37.58 91.9 37.97
2 315 36.55 61.7 37.76 92.1 40.23
3 32.0 37.76 61.8 37.37 92.3 37.65
4 32.1 36.6 62.0 37.76 92.6 37.87
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5 32.4 36.65 62.5 37.9 93.0 38.09
6 32.7 37.34 62.8 37.53 93.2 38.24
7 32.8 36.54 63.7 37.69 94.5 37.74
8 33.4 36.38 64.7 38.04 95.2 38.0
9 33.4 36.8 64.8 37.56 95.7 37.8
10 33.8 37.08 65.8 37.82 96.8 37.59
mean 36.87 37.70 38.12
SD 0.426 0.197 0.769

N"139333@8Y Precision Magluguved Ruggedness Ae MInsaaaauaulndiAueiuseninatoyad

lpann1sinseien Fauananaluzures % RSD INdayananunveen1snaaedlan qadl

X =3756  uwazlaen SD =0.728
AU % RSD ANLERS
% RSD = SD x 100
X
% RSD (experimental) = 0.728 x 100 = 1.938
37.56

n1sUsELlU Precision ety HORRAT

HORRAT = % RSD experimental

Predicted Horwitz RSD

AU Predicted Horwitz RSD A3Igns
RSD = 0.66 x 2 (103t

dleAn C = Concentration ration a1
RSD = 0.66 x 2 (105tsc)  gan
HORRAT = 1.938 lamn

1530

9INMIMAGBIT Precision flagluguves Ruggedness A1 HORRAT = 1.27

WNUNEBUSUAN Precision U89 AOAC &8U5U < 2 kag EU, Codex 8ausu < 2

0.376
1.530
1.27

AIUITIATIEN Chlorpyrifos Tkan1snagaeu Precision feglusuves Ruggedness A1 HORRAT aglu

o‘d‘ [ ¥
wnuNeausula

A1319% 9 MFIEOU % Recovery U89 Chlorpyrifos

Al content (mg / 25 ml)

N Conc.added(10.2128 mg/ml)

Conc.added(15.3192 mg/ml)

Conc.added(20.4256 mg/ml)
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Origin Spike Added Origin Spike Added Origin Spike Added
1 9.73 19.97 10.21 9.70 24.86 15.32 9.68 29.97 20.42
2 9.81 19.90 10.21 9.73 24.73 15.32 9.72 29.95 20.42
3 9.74 19.80 10.21 9.65 24.83 15.32 9.69 29.91 20.42
4 9.77 19.86 10.21 9.79 24.85 15.32 9.75 29.95 20.42
5 9.72 19.87 10.21 9.75 24.83 15.32 9.73 29.95 20.42
6 9.74 19.96 10.21 9.76 24.88 15.32 9.70 29.97 20.42

A5991 9 MFIVABU % Recovery 909 Chlorpyrifos

Al content (mg / 25 ml)

N Conc.added(10.2128 mg/ml) Conc.added(15.3192 mg/ml) Conc.added(20.4256 mg/ml)

7 9.76 19.92 10.21 9.73 24.95 15.32 9.71 29.91 20.42

8 9.79 19.95 10.21 9.77 24.92 1532 9.70 29.92 20.42

9 9.71 19.98 10.21 9.72 24.96 1532 9.72 29.97 20.42

10 9.71 19.96 10.21 9.69 25.04 15.32 9.64 29.99 20.42

mean 9.75 19.92 10.21 9.73 24.89 15.32 9.70 29.95 20.42
SD 0.034 0.059 0.041 0.086 0.030 0.028
0.349 0.296 0.421 0.345 0.093

%Recovery

% Recovery = (_Conc Spiked sample — Conc original sample ) x 100

Conc added

% Recovery fiflanuidudus @adnsusefiaddns) = 19.92 - 9.75 x 100 = 99.6

10.21

% Recovery fiflaruidudunans (RadnsuseNadans) = 24.88 — 9.73 x 100 = 98.9

15.32

% Recovery fiilnrundudugs Gadniusiediadans) = 29.95 - 9.70 x 100 = 99.1
20.42

% Recovery LQ%EJ =99.2

NanN13An®" Specification/Selectivity
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AT 1 @9 Chromatogram V913U Chlorpyrifos

FID1 A, Front Signal (VALIDATION 4\WALIDATION 2011-03-26 09-28-39\018F2001.0)
pA ] B
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A 2 WaRa Chromatogram U84a136798139 Chlorpyrifos

FID1 A, Front Signal (VALIDATION 5\VALIDATION 2011-03-30 18-03-35\012F1301.D)
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970 Chromatogram il Peak Sulasunau Peak a1 Chlorpyrifos wanein Specification /

Selectivity f
AjUNaN1IVInaaILA TaLEUBLUL

NNTANYIIBN1INTINIATIZI Chlorpyrifos 1ae3s Gas Liquid Chomatography (GLC) laan1ag
fmnzay fil
Column : Capillary,HP-5(5% Phenyl methyl siloxane)
30 m. x 0.32 mm. (id.), 0.25 pm, film thickness
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Split injection : Split ratio : 50:1, Injection volume : 1 pl.

Detector : Flame ionization

Temperature Colum oven : 220°C, Injection port : 250°C, Detector : 250°C
Ivhmsnsaaeunuldlduesiinisinsei nooglunusifsonsuld il
Range Wi USinavesasillinaaeuaunsaiiaszildessgniosuazusiugr agluzag 0.25 - 2.50

Jaansusoladans

Linearity #39AMNENRUSTENINY response AUUIHNDIENTINGIATIERVAGDUANTVIN LA

Chlorpyrifos

i Correlation coefficient (r) = 1.0000

Precision Repeatability 1¢iin HORRAT = 1.74
Reproducibility 1¢iA1 HORRAT = 0.87
Robustness laA1 HORRAT = 1.36
Ruggedness l9A1 HORRAT = 1.27

Accuracy (AT3988UANYNABY) VoI55 16 % Recovery =  99.2 %

s lJ1gUse el

[

nansnaaaantmiluldusslevilunsiesiey Chlorpyrifos Tundndueiingiiiunisinuems e
N3ATUANAMAINANUNTEIYU R INYIUNTIY W.A.2535
WhATERIlaAnwE @unsaa1enealilnigusIsn15aue) waznihsanuensuiazilulely

N1391533 Chlorpyrifos Won1smuauAunnluNsKHanLasImnesely
14 a
LONENID1994

NUNNS DO kag NNITU flatfos (2547). Method Validation, tenansusznaunisilneusy
NTUANYIFAATAITLNNG.

ﬂENm‘U@uﬁmazi’a@mimwm.%ﬂ mi?guwzLﬁaufmqﬁﬁwmimwmﬂuﬂizLVIﬂlVlEJ.msJ’?‘mmi
AT NIENTILNEATUAZENNTEOL mﬁqaﬁmaﬂ%wmm NN,

Kidd, H.and D.R.James (Eds).1993.The Agrochemicals Handbook.3".ed.Royal Society of chemistry,
England

J.Henriet,A.Martijn and H.H.Povlsen,1985,CIPAC Handbook,Vol.1C,Analysis of Technical and

Formulated Pesticide, Collaborative International Pesticides Analytical Council. Limited.



