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Method Validation of Chlorpyrifos in Insecticide Formulation
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WAlA gas liquid chromatography LWOBUSUAMANBULUDITTIAATIZLALUTLLLUAIYIENNENFN
Fhnsgitidianugnees uwiug) wazlinudidetie nan1sesvdeumuldlaveisinsginudn
1A range Tura9AUuNTY 0.25-2.5 fadnsuneiiadans a1 linearity Tug9ANuTY 0.25-
1.5 Jadn3u saliaaans lneila1 correlation coefficeint (1) 0.99995 fiAnukaiug (precision) U84
BIATERALRAT HORRAT 489n1512Us1 (repeatability) wagn15vi19 (reproducibility) 1u 0.53
LAy 0.46 MUEIRU MSIIEDU robustness WAy rugedness ¥8435n113 4A1 HORRAT 1w 0.54 uag

0.83 AIUAIGU FaAlaAY 2 MANUNVDI AOAC UAZNITATIVABUAINNYNABY (accuracy) U4

F8N159INAT % recovery e 99.8 % Bglutig 98-102% m1inaudiansNHUSIIANINATT 10 %09
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AOAC fatiu3sn133n e ingdfiunisinums chlorpyrifos anansaldiduislinssiiilinagnees

wazuwsiugh vansuldmunaeinissensuaina wazamnsa Ul duisnsguvesiesufonng

[y

npiifiunsinens ddnddeuasimuinisinunswedn 3 1o



AU

chlorpyrifos \luasmdauuasiszianligadu (Non-systemic insecticide) Ynaglungu

o v = o

organophosphate (OP) #19angn5uuy broad spectrum 1dlun1sdesdumdndnsiiviininuuas

Y
UngaLu nuewzanelne Indegou f99eiume 729939017 MUz A lnzinyu nueu
PN NUBUIUINTA hUBIA19LNN T I UNINA18URA LU DINADY D289 Juwnd 91den
(anzAldviaiug) du Undudndu uend1 udu @ndnideimuinisersnundie, 2552)

Molecular Structure -
Chlorpyrifos

Cl

IUPAC : O,0-Diethyl O-3,5,6-trichloropyridin-2-yl phosphorothioate

]
A

chlorpyrifos ¥ @ @ 13 5% U U IUPAC A ® O,0-Diethyl O-3,5,6-trichloropyridin-2-yl

a

phosphorothioate fignslutanaidu CoH,,CLNOPS fthwiinlutana 350.6 ¢/mol fdnwazilundn

Y

g1y Anduruzdy deesatinlufukaztinldau (Half-life) 60-120 Su fanudufiwdundunialin

LD50 (rat) 135-163 fiadnsuseflansu danulufivsauaigs a1 LD50 (96 hours, rainbow trout)

a a o Ia

0.003 fiadnsusiedns (Kidd, H. and James, D.R. 1991) wanaanil chlorpyrifos Wudlfivanndeld

wariifivgannsednilifinszgndundafiondeluun (aquatic invertebrate) Yanindnuazunay uas

Y

AafiT3nBu 9 mamza (NPIC, 2009)  chlorpyrifos aglungusziuanuduiivuunans wse Class I
( WHO,2009)
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{89910 chlorpyrifos Wuasidadnsianinisided1sunsnarsuaznunisnanaiaannlu

Y

[ d‘

nandenenaneaslufiuiinnane fusenideamile (Ainidouasiaunisnunsiund 3, 2553; T
JINT havAMy, 2554; WINET kavany, 2553) Nandustansidndn ity chlorpyrifos Fiedmined
varnvanedvie ieidunismunuaunmny 15U SRgdunsie 2535 Sududesdimnsnaeuvie
uazanseangysiasnudoyaiiseyluaainuioli lunsnsaaeuaisesngyms chlorpyrifos 133
AIILNA1UUINTFIU CIPAC Handbook 1C (CIPAC : Collaborative International Pesticide
Analytical Council) (Henriet et al., 1985) Fvazdosuszgndliuatountumnzaniuieiasiio
uazgunsaififlukesUfjiinng variinanisiinssiazdedliainugndos uugaminasisensy

ana fmtunesufuRnisingdivnisinuns a3 Jsdewiinisvaasuauldlavesisinezi

q

chlorpyrifos tisldduisaasgruluiesufjiinisasly

ASAHUNIS

1. w504 Gas Chromatograph (GC) #0157210%ta Flame lonization Detector (FID)

2. capillary column %ila 5%Phenyl Methyl Siloxane (HP-5) 817 30 LUAS Lﬁur}i’lﬂuﬁl‘ﬂa’m
0.32 fiadawns 11 0.25 lulaswas (30m x 0.32mm 1D, 0.25 um film thickness)

3. psestiaziBen 4 fums

4. ultrasonic bath

5. aIadsuang vue 10, 25, 50, 250 waz1000 Haadnsg

6. Uwn vum 2,3,4,5,8 waz10 Hadans

7. vial u1A 2 daans

d19.A3
1. @1301%931U chlorpyrifos 99.5%
2. @13 chlorpyrifos ﬁﬁmmvﬁwﬁui@d (technical grade)
3. wanduaansidadngivy chlorpyrifos 40%

4. acetone AR grade

ad
38013
1. Wwu138n153ATIZ9 chlorpyrifos

= < = a [} =
NARDINANNENUNEENVDLATEY GC TUNIIMUSUIUNLULDUYBIATIINTY el

Column: capillary, HP-5 (30m x 0.32mm ID, 0.25 pm film thickness)



Gas flow rate: Helium (carrier gas) 2 ml/min, Hydrogen 40 m{/min, Air 400 ml/min
Split injection: Split ratio 50:1, Split flow 100 ml/min, Injection volume: 1 pl,
Temperature: Oven 240 °C, Inlet 260 °C, Detector 260 °C
Detector: Flame lonization Detector
2. ﬂﬁﬁ/i’]ﬂ%&ﬂma’ﬁ@’e)ﬂﬂﬂé chlorpyrifos
2.1 MSHTENETATANLNINTTIY
%ﬂaﬁiuﬁmsgwu chlorpyrifos 2 1 (Cy, C,) Wildhminuduoudssana 25 Saandu 1d
Tu volumetric flask Vw19 25 fadans LAY acetone Uszau 15 laddns weliazaiunie
ultrasonic bath Uszanas 15 Wit Mnduandeidlilmbuiigungives Uuusinmsdae

Y

acetone Wweliniu 1ld vial vu1m 2 1aaans

2.2 MIWTPUANTATAI8YDIA1IAUTUTUGS (technical grade)

3815 technical grade chlorpyrifos 10 e (T~ Typ) Tl g hminfiuduoudssana 25
fiadansu Talu volumetric flask aunn 25 fadans AN acetone Usznad 15 Jadans wweiln
avaedy ultrasonic bath Uszanal 15wt andutandeisliliduiigumgives Uiy
USumsee acetone welmdndu wnild vial aue 2 Jadans
23 MInsvasUAUNSoLTENATE GC

Dauedos GC audimmualusunsueuauaniiymsldeuly e baseline asil naaey
damsaranannssutiaTecsvann 4 g1 dlomiuilly peak W3BAUEIVEY  peak
LAnFaINALRREYssaRRAnsaiy 3 aSdliiu 1 % Sueinaiemdonldnu
2.4 mMInTdeuUiinafiviveunesans Technical grade

SoiTes GC wiowldamuudn dnansazansunigiu wagansazany technical grade it
AT1edeUMUSIN e uua AL fall

C, G, Ty, Ty, Gy, Gy, Ty, Ty, Gy Gy Ty T
a1388a18119557U C,, C, ADalAN % Relative Percent Different (%RPD) laitiu 3%

%RPD = [(factor max — factor min)/ factor mean] x 100
2.5 N13AUIUNM Response factor

Response factor = (weigh x purity)/peak area %38 f = (S x P)/Hs

S = Whutinvad chlorpyrifos Tuansasaneunsgiu (adnsv)



P=% mmu’%qm%‘maaaﬂimmgm chlorpyrifos
Hs = Wuiléd peak wos chlorpyrifos luansazaneunggu

2.6 N1IANUIUNT % ﬁ’]i@@ﬂﬂ‘ﬂé chlorpyrifos luansazaiy Technical grade

chlorpyrifos content = (Hw x f)/w

Hw = Auilg peak 983 chlorpyrifos Tua1sazane Technical grade

f = Aady Response factor

w = thinves chlorpyrifos Tuansazany Technical grade (Haan3w)
2.7 1heh % w89 technical grade idualléiie 10 A1 mAnadeazld % Auduouves
technical grade
NNINTIEDUANITULEUAT (range/linearity)
3.1 YIAABUYINNITIA range

3.1.1 99815 technical grade finsuwesidudiuiveu Wilaududuseg 6 any
Wudumnudiaduas 1 91 Tnedaiminliiusuna chlorpyrifos ﬂiam@mmmsé’fmu (0.25-
2.5 mg/ml) oA 12.5, 25, 50, 75, 100 wag 125 faansu aslu volumetric flask aun 50

a

AdaMs LAY acetone Uszanad 25 faaans weliazanesie ultrasonic bath Ussunad 15

)}

wiit ndundedislfSuiigamgives Usuuunsde acetone weilidniu  ild
vial vu9 2 Uadang

3.1.2 SaansazanefiwionliFesddunnanadudulesluunn

3.1.3 Plot N9 S¥WINANUTNTUUDIET technical grade (WAU x) AU response
(hNU y)

3.1.4 fnsanteiiiudunss
3.2 111A1 linearity

3.2.1 @enmanududuann range Miludunss 3 anududy

3.2.2 ¥3a@15 technical grade Mmsruasifunuuuou TWlanududy 6 s¥iu Ao 12.5,

25, 37.5, 50, 62.5 way 75 Jaansy adly volumetric flask YU 50 Jadans LAY acetone

(%
a

Ussana 25 fiadans wenliazanese ultrasonic bath Ussanal 15 undl aantuthandais
Wkdufigamaiivies Ufuuiunsie acetone weldniu 1nld vial wina 2 fadans
323 ApansazansiiwionliiSesdduananududutieslunn
3.2.4 Plot N3 F8WINANUTNTUTDIAIT technical grade (AU x) AU response

(NU y)



3.2.5 AUUNIAN correlation coefficient (r) LNEUgeUSUN r > 0.995

H3EUANNLLIUEGN (precision)
4.1 repeatability Al MansraaeunNlndiAesiusswihetoyadifiaseia luniase
HosUfiRnng fuanoafentu lussesnanfiodtu uanmalugUves % RSD a1ndoyaiiaan
YINTNAADY

0.1.1 Haansunnsg chlorpyrifos 2 41 Wldiwiinfiudueulszana 25 Saandu Tdlu
volumetric flask au1n 25 fiadans Wi acetone Uszanad 15 Haddns welviazaienie
ultrasonic bath Uszanas 15 wiit aniuthandsialilifuiigamnfives Uiulmaséneg
acetone gty Uld vial aue 2 Jadans

4.1.2 Fsansfaegne chlorpyrifos instuwesiduduiuey Wldseduanududulugag
Meldau 3 sedu (05, 1.0 waz 1.5 Taanduseiiadans) anwududuay 10 elaeld
volumetric flask aun 25 1adans wiu acetone Uszanas 15 fadans welvazanasie
ultrasonic bath Uszanas 15 widl anduthandeidlilmbuiigamgiives Uutinmséne
acetone gty Uld vial vue 2 Jadans

4.1.3 29a13ALANLUNTTIULALEITALANLFI0E19 (4.1.1 ey 4.1.2) NILRIGEREYe
ﬂ%mmmiaaﬂqwé chlorpyrifos Tuansazatesiiegna
4.2 reproducibility fie mimaaaaumwﬂﬂé’ﬁmﬁ’uizijﬁa%aﬁ‘imeﬁégw Tuedesdle

TeaUURnT gmaasafendu lutinarfiuandaiu inmsmeasstufeiude 4.1

4.3 A1 HORRAT %84 repeatability Wy reproducibility Taginasiniseeausuan Precision

289 AOAC way EU, Codex gausun < 2 auladlaalaagunisy 1

HORRAT = % RSD experimental / Predicted Horwitz RSD Aun59 1

AU Predicted Horwitz RSD msgns

Predicted Horwitz RSD = 0.66 x 2705929 \fladn C = concentration ration

§339d8U robustness/ruggedness
5.1 robustness VAABUADUINNNISLUAUANIIEYDWATRINDIATIZY  Inewldeu  oven

temperature 970 240 Wu 230 °C vinsnaasaulfeaiude 4.1



5.2 ruggedness nagoUasuaINNIsaswAIosliodnzilaaa capillary column
910 HP-5 (30 m. x  0.32mm.(ID.),0.25 um, film thickness) vJu DB-5ms (30 m. x 0.25
mm.(ID.),0.25 pm, film thickness) ¥nn1snaaeasufeIiute 4.1

5.3 #1A1 HORRAT 909 robustness uag ruggedness laalnugin158ou5uAT Precision U84
AOAC uway EU, Codex soasufi < 2 duanilaeldaunisi 1

N13NTITADUAINYNADY (accuracy)

6.1 wisuasazany stock tech Wilrududuiiviveu @ mg A/ml) Tnedsans technical
orade T¥msruthminfiudueu 1dlu volumetric flask wun 250 fadans Wy acetone
Uszanas 15 fiadans wehldavanede ultrasonic bath Ussana 150 Wit aantuthandais

Lilidunaamaiives Usuusuinsie acetone wehliidiu

Y

Y 1

6.2 W3zua1savaty stock sample Tullasnduduiutueu (1 mg Al/ml) Tnedsdeeng

'
v a

chlorpyrifos Tmsutmindiutuey ldlu volumetric flask wuin 1000 fHadans L
acetone Uszanas 500 fadans wenliavanede ultrasonic bath Ussanas 15 undl 910y
thanssislilnfuiigamgiives Usuuiuinsde acetone welsidniy
6.3 a¥unswlesgiu wisuasazans 3 seduiiannandudu 0.4, 1.0 uay 1.6 fadnfusie
88805 AsoUAguYIINsIEaL tne Tia stock tech (4 me/ml) 2.5, 6.25 wag 108a8aM3
aslu volumetric flask Yu1n 25 Hadans USuUsunsme acetone
6.4 wisuasazanefienan origin ey Y asavats stock sample  U3ues 10
fiadans aslu volumetric flask vwia 25 fadans s 10 91 USuUSinsseacetone
welidini  uwdnhlddadueies  GC  iflsudunswiinpspruiieiinszsimuina
chlorpyrifos
6.5 wisuasazaleLiieve recovery

6.5.1 UiUm @sazans stock sample Usuns 10 faddns aslu volumetric flask 1110

25 185805 911U 30 91

6.5.2 UiUn a@1sazany stock tech (4 meg/ml) USunu 4, 6 uag 10 Taaans asly

'
a

sample origin 10 faaans Mmaseulilu volumetric flask wun 25 fadans sgsag 10 @1
U5uUsu1n3iie acetone gy waniludadneses GC Wigudunsinuinsgiuiie
Aas1zimUsanad chlorpyrifos

d'

6.6 N13UsELIUAT accuracy 910 % recovery IngnAMUINIMENTERNANS chlorpyrifos 1

\Jue origin uaz spike (6.4 Wag 6.5) INMALAALLAZAIUAT % recovery lnadaag



Tuga9 98-102 % GﬂllLﬂmeﬁﬂ’]iﬂﬁﬂ3m7ﬁ1%§UﬂW§ﬁﬁU%M’lmu’lﬂﬂ’j’l 10 % wes AOAC N3
ATIUANAANNTT 2
% Recovery = [(Conc.spike sample — Conc.Original sample)/Conc. added] x100

dun1sh 2
53ELIAT AANAN 2554 — Mugey 2555

gaufiviin1snaaes
ol fURn1sIngIiyn1sNens nauimuINIsnTIRaeuivuasUadunsnas
dinideuasiaunmanuasiond 3
NANIINAADY
1. WANISNAILIITNN5IASIZR chlorpyrifos

anmefmnzanveaniss GC -FID e fiRnsingiifiunsinums a3 Ae
Column: capillary, HP-5 (30m x 0.32mm ID, 0.25 um film thickness)
Gas flow rate: Helium (carrier gas) 2 ml/min, Hydrogen 40 ml/min, Air 400 ml/min
Split injection: Split ratio 50:1, Split flow 100 ml/min, Injection volume: 1 pl,
Temperature: Oven 240 °C, Inlet 260 °C, Detector 260 °C

HANIINAABINUIN Chromatogram ad chlorpyrifos laufidayayas peak SUNIU UaA9INdl

specification/ selectivity 91f AsuanslunIng 1

AMMA 1 L@ne Chromatogram V9IFIALABUINTIIU chlorpyrifos

2. Wan1sUsuE509ngns chlorpyrifos



2.1 A1 %RPD 84 peak area @13azayasu1ngIu C1, C2 danliiu 3 % Asandlunisa
i1

2.2 i % anseengws chlorpyrifos Tuansazane Technical grade fAnaduwitu 98.16 %
Fauandlunnsnsd 2

Nan1snsdauAMNTuEUATS (range/linearity)

3.1 NSRTIVEDUYIVBINITIA (range) dA 0.25-2.5 Laansureiiadans A1 Correlation
coefficient (r) Winffu 0.99999 Fauanslunmsnsdl 3 uaznwd 2

3.2 nsasvaeuanududunss (linearity) fiaud 0.25 - 1.5 fadnsusefiadans

& A1 Correlation coefficient (r) Wiy 0.99995 Fauandlumsed 4 uaznnd 3

#5197 1 N3UszITiuAY % Relative Percent Different (%RPD) VBIFITUINGFIY

std. mg. peak area average %RPD
C1 28.8 136.096 136.919 1.202
Cc2 28.8 137.742
C1 28.8 137.255 136.372 1.295
Cc2 28.8 135.489
C1 28.8 138.302 137.9955 0.444
Cc2 28.8 137.689
C1 28.8 138.890 138.624 0.384
Cc2 28.8 138.358
C1 28.8 139.140 139.515 0.538
Cc2 28.8 139.890
C1 28.8 139.394 139.181 0.306
Cc2 28.8 138.968

M99 2 ALRdY % a1598ngns chlorpyrifos luansazaty Technical grade

@198¢a18 Technical grade % Technical grade
T1 97.54
T2 97.80
T3 97.80
T4 97.84
T5 97.88
T6 98.22




T7 98.33
T8 98.33
T9 98.77
T10 99.05
Aade 98.16
SD 0.477

AT 3 9290091510 (range) ATNTU 0.25-2.5 mg/ml

ALTUTU (Mmg/ml) Peak area level
0.25 30.32891 1
0.5 59.33950 2
1.0 117.69587 3
1.5 179.54581 4
2.0 237.92921 5
2.5 297.81433 6

Al 2 uans Calibration curves a@sazane chlorpyrifos 6 level (0.25-2.5 mg/ml)

51971 4 Anandudunss (inearity) Anududu 0.25-1.5 me/ml

AMUdudY (mg/ml) Peak area Level
0.25 30.66213 1
0.50 59.57400 2
0.75 90.26456 3
1.00 117.69587 4
1.25 147.11852 5
1.50 178.48790 6




Area at exp. RT:

160
140 5
120 ;
100 3 4
80
60
40 1
20 |

0 : e
0 1
Amount[ng/ul] J

AW 3 u@ne Calibration curves @sazany chlorpyrifos 6 level (0.25-1.5 mg/ml)
4. WANNIATIVEDUAMNLUUEL (precision)
4.1 §an1IM precision 91 3 ANUTNTU LAERTIVFDUAITNIUGT (repeatability) Aslanslu

AN5199 5

M1319% 5 WesEudfinganu 9 3 ARudady 9nnsniuga ( repeatability)

AULTUTU 0.5 mg/ml AULTNTY 1.0 mg/ml AU 1.5 mg/ml
n | (mg) | %finsrany Yo (mg) | %insyany i (M) | %7nsranuy
1 32.8 38.86 65.8 38.96 99.2 38.11
2 32.8 38.30 65.9 38.46 99.3 37.92
3 32.9 39.26 66.1 38.87 99.4 38.59
4 33.0 39.00 66.1 38.13 99.5 38.60
5 33.0 38.85 66.2 38.65 98.6 38.69
6 33.1 38.77 66.2 38.45 98.6 38.63
7 33.1 39.11 66.3 38.79 98.7 38.44
8 333 39.49 66.6 38.64 98.8 38.26
9 40.4 38.68 66.9 38.35 98.8 38.98
10 40.6 38.47 70.1 38.65 99.0 38.09
Mean 38.9 Mean 38.6 Mean 38.4
SD 0.356 SD 0.252 SD 0.329

NM3I@8U precision Magluguves repeatability Ao n1snivaauaulnalAgaiu

nsUsziumn precision lagly HORRAT;

HORRAT

% RSD experimental

seinsdeyaiiiinsizsionduansealuguves % RSD ndeyatisvunusinsviaaasleiaeisil
Mean = 38.64, SD =0.312  %RSD (experimental) = (SDx100) = 0.808
Mean




Predicted Horwitz RSD

AU Predicted Horwitz RSD A3Igns

Predicted Horwitz RSD = 0.66 x 21702102 C) Lﬁa C (Concentration ration) oA = 0.393
HORRAT = 0.808 =0.53
1.519

INMIMAaeI precision Moefluzuues repeatability 1éA1 HORRAT = 0.53

4.2 wan1¥ precision 1 3 AT TAERTIREDUNITYINGT (reproducibility) fauandlu
MITNT 6

a s & ea a Y v o & I
M1919% 6 LWRSIHUATIATIANU 1 3 ALY 91nA5YI%1 (reproducibility)

n ALY 0.5 mg/ml ALY 1.0 mg/ml ANULTUTU 1.5 mg/ml
vhwedn (mg) | %finsrany vhwedn (mg) | %finsany vt (mg) | %itmsrany
1 32.6 39.39 65.4 39.57 98.7 39.84
2 32.7 39.21 65.6 39.41 98.9 38.94
3 32.8 38.93 65.7 39.11 99.0 39.17
4 32.8 38.87 65.8 39.72 99.1 39.34
5 32.9 39.19 65.8 39.35 101.9 39.46
6 33.0 39.54 65.9 39.79 102.0 39.55
7 33.1 38.90 67.3 39.31 107.5 39.13
8 33.3 39.33 67.5 39.72 107.6 39.76
9 33.7 39.11 12.7 39.81 125.8 39.84




10 33.8 39.42 72.9 40.05 125.9 29.53
Mean 39.2 Mean 39.6 Mean 39.5
SD 0.235 SD 0.285 SD 0.311

N139333a@eY precision Nagluguvas reproducibility fie n1snsivaeuaalnalAesiuseninoya

a

719a99A5ILsN 10 Tu 1o

Mean = 39.41,

n1sUszIuAn precision lagly HORRAT;

AU Predicted Horwitz RSD a3Igns

Predicted Horwitz RSD

[
o

NAT

1%

HORRAT

PENTILANINA

SD = 0.277

1w

&
ATPNU

%RSD (experimental)

HORRAT

(SDx100)

Mean

= 0.703

= % RSD experimental

Predicted Horwitz RSD

luguves % RSD A1NTyaviaMuAveen1sNAaedgInieIsNIsaAL 1aenns

= 0.66 x 21021929 \4i5 C (Concentration ration) léAn = 0.393

= 0.703
1.519

_ 0.66 x 2(1—0.5 log 0.393)

= 0.46

= 1519

NMIMAABIM precision Tagluguues reproducibility léiin HORRAT = 0.46

5. Wan19,3998dU robustness/ruggedness

5.1 HaM3IIEBU robustness IMNNTUTUANIEVBIATEY Iagludeugaumail oven 210

240 °c Ju 230 °c Fananslunnsed 7

a s & oa dl I
AN 7 LUBSITUANATIINY N 3 ANULINYUINNAITATIVABU robustness

n

AULVNTU 0.5 mg/ml

AT 1.0 mg/ml

ALY 1.5 mg/ml

Ut (me) | %insaany | tadn (me) | %fnsaany | Wit (me) | % Ainsaany
1 32.8 39.57 65.8 39.20 99.2 39.11
2 32.8 39.63 65.9 39.07 99.3 39.27




3 329 39.75 66.1 39.02 99.4 39.50
a4 33.0 39.94 66.1 39.17 99.5 39.09
5 33.0 39.51 66.2 39.42 98.6 38.66
6 33.1 39.02 66.2 39.73 98.6 38.45
7 33.1 38.96 66.3 39.20 98.7 39.76
8 333 39.33 66.6 38.96 98.8 39.57
9 40.4 39.37 66.9 39.43 98.8 38.92
10 40.6 39.70 70.1 38.98 99.0 38.96
Mean 39.48 Mean 39.22 Mean 39.13

SD 0.313 SD 0.244 SD 0.410

N15M33@8Y precision Mogluguvas robustness fia NInTIvEUANNINARLITUSENINSUBY AT

14 1
4

WpTEiBananmaluguues % RSD MNTayaniaviavein svaass lagnisiudeu gumgil Oven

-

270 240 asAnsadea Wiy 230 aerwaldua laansail

Mean = 39.270, SD = 0.322, (SDx100)

Mean

%RSD (experimental) = 0.820

nsUsziiuan precision laglyd HORRAT;  HORRAT

% RSD experimental

Predicted Horwitz RSD
A8 Predicted Horwitz RSD m1gns

Predicted Horwitz RSD = 0.66 x 21051989 55 € (Concentration ration) 8@ = 0.393

— 066 X 2(1-0.5 lOg 0.393) — 1519
HORRAT = 0820 =0.54
1.519

INN1INAGBINT precision Negluguves robustness A1 HORRAT = 0.54

52  WANIIATINEBU  ruggedness  A1NN1TNAABINIEIONISIUABULATOMEOLATIZIAN

capillary column HP-5 18w DB-5ms (1.D 910 0.32 mm 14 0.25 mm) Fawandluanssdi 8

[ 13

A1519% 8 LWoSIHUATNINTIANU N 3 AUWNTUIINAITATIVEDU ruggedness

n ALY 0.5 mg/ml ALY 1.0 mg/ml ALY 1.5 mg/ml

Umtn (me) | %NngIany | Wntn (mg) | %WaTiawu | Wntn (mg) | %NRTIANU




1 32.6 39.26 65.4 39.12 98.7 39.34
2 32.7 39.19 65.6 39.22 98.9 39.29
3 32.8 37.57 65.7 38.96 99.0 39.24
4 32.8 37.69 65.8 39.12 99.1 39.22
5 32.9 40.11 65.8 39.31 101.9 39.50
6 33.0 40.12 65.9 39.59 102.0 39.98
7 33.1 40.16 67.3 39.50 107.5 38.82
8 33.3 39.91 67.5 39.30 107.6 38.70
9 33.7 39.51 72.7 39.15 125.8 39.29
10 33.8 39.35 72.9 39.28 125.9 39.36
Mean 39.29 Mean 39.26 Mean 39.27

SD 0.948 SD 0.187 SD 0.350

N13M33a8Y precision Nogluguras ruggedness fia N1saTIvdaUANINARLIRUTEN IS UBYaT

v o
L4 Y

a o0 = 1% N A4 A a ¢
'JLﬂT]gﬂ"U’]"?NLLﬂ@QNEﬂUEUGUQQ % RSD "i]']ﬂm@%amﬂﬁmﬂ%aﬂﬂ']TVIma@ﬂi@ﬁlﬂqiLUaHULﬂiaﬂmejLﬂi’]g'ﬂ

-

31N capillary column HP-5 U DB-5ms laansadl

Mean = 39.272, SD = 0.495, %RSD (experimental) (SDx100) =1.260

Mean

n1sUszLiluA precision Iaeld HORRAT;,  HORRAT = % RSD experimental

Predicted Horwitz RSD

A8 Predicted Horwitz RSD mgns

Predicted Howitz RSD = 0.66 x 210°'9%¢ 9 §ig € (Concentration ration) l¢i@n = 0.393
_ 0.66 x 2(1-0.5 log 0.393) - 1519
HORRAT = 1260 =0.83
1.519

INN1INAGBINT precision Negluzuras ruggedness A1 HORRAT = 0.83

6. WANIATIVABUANUYNADY (accuracy) NMFUTHLEUAT accuracy 910 % recovery lagn151
1 a Q( . a & 1 .. . 1 a o 1
AUSunuaseanans  chlorpyrifos MUuA1 origin uar spike dMANRRBLATALIMAT %
recovery lagAfadagluyig 98-102 % muinauein sRaTandmsuasniiusunamnndy 10 % ved

AOAC Fauanslumnsneit 9



PITNT 9 F98AZNITNTIANU (% Recovery) 983 Chlorpyrifos

Al content (.mg/25ml)

Conc.added Conc.added Conc.added
n (8.25 mg/25ml) (16.50 mg/25ml) (24.60 mg/25ml)
Origin Spike | Added | Origin | Spike | Added | Origin | Spike | Added
1 9.04 17.26 8.25 9.14 | 24.67 | 16.50 9.30 3354 | 24.60
2 9.09 17.42 8.25 9.22 | 24.69 | 16.50 9.27 33.78 | 24.60
3 9.11 17.56 8.25 9.13 | 24.95 | 16.50 9.31 3391 | 24.60
a4 9.12 17.52 8.25 9.16 | 2538 | 16.50 9.26 34.00 | 24.60
5 9.15 17.74 8.25 9.16 | 25.44 | 16.50 9.16 34.14 | 24.60
6 9.17 17.26 8.25 9.17 | 2532 | 16.50 9.17 34.18 | 24.60
7 9.18 17.51 8.25 9.18 | 2533 | 16.50 9.14 3397 | 24.60
8 9.20 17.50 8.25 9.26 | 2541 | 16.50 9.19 34.18 | 24.60
9 9.27 17.28 8.25 9.31 | 25.48 | 16.50 9.17 33.86 | 24.60
10 9.34 17.25 8.25 9.40 | 2548 | 16.50 9.15 34.14 | 24.60
Mean 9.16 17.46 8.25 9.17 | 2536 | 16.50 9.18 33.99 | 24.60
SD 0.08638 | 0.1644 0.0867 | 0.320 0.0658 | 0.207
%RSD 0.94278 | 0.942 0.9446 | 1.2608 0.717 | 0.609
%Recovery 100.5 98.1 100.8
dgunani1Inaag

1. INMSANEIIDNIATIANATIEI chlorpyrifos laetases GC-FID lagnmeiivungaunsdl

Column: capillary, HP-5 (30m x 0.32mm ID, 0.25 pm film thickness)

1Y

Gas flow rate: Helium (carrier gas) 2 ml/min, Hydrogen 40 ml/min, Air 400 ml/min

Split injection: Split ratio 50:1, Split flow 100 ml/min, Injection volume: 1 pl,

Temperature: Oven 240 °C, Inlet 260 °C, Detector 260 °C

d4nMeAlAnuIn chromatogramaas chlorpyrifos liifidayeyiau peak sUNIU WameInd specification/

'
aa

selectivity V10

[

2. mansvaeuanililivedisinmey naeglunamneausuls ¢

2.1 range vi30 USuaesansilinaaeuaunsaiaseilaeglugig 0.25-2.5 mg/ml




22 linearity 3o muduiusszning response  AUUSNReESTITIATIZRVIAGOU
annsavilgl chlorpyrifos & correlation coefficient (r) Winfiu 0.99995 inausiwausudl r > 0.995

2.3 NIAMTIAEEBU precision Iugﬂmaﬂ repeatability way reproducibility 19A1 HORRAT
WU 0.53 wag 0.46 MUEIRU NUIINISEBNTUAT Precision U839 AOAC 81U < 2 wag EU,
Codex wauiul < 2 du 33%Aesi chlorpyrifos likanisvadoy Precision aglunmsii
gouula

2.4 M3MTI9@Y precision lugUved robustness WAz rugedness lad1 HORRAT iinfiu
0.54 uag 0.83 MUAIRY NUINITEBUTUAT Precision ¥83 AOAC #au3uU < 2 wag EU, Codex
pausufl < 2 Fatfu 38AAs1e9% chlorpyrifos Tikan1smeaau Precision aglunausifisausuld

2.5 ANIRTINADU accuracy VOIITNISINAT % recovery WU 99.8 %  dmSuansiiil
USunaunnndi 10%inaust AOAC aglurig 98-102% Ferfu 353ums1e9k chlorpyrifos Tiwanas
VAABY accuracy oefluinasifiseniuls
3. wamsvaaesiildannsoi Fluitinesgudwivieesinaaey a1 % aseengvs
HAnduaiaNsMAndngiYy  chlorpyrifos Yesieslfuinisimgiiiunisnuns  nguiwung

A529AUNVLALUITENITHAR F11INIFULALHAIUINITNYATIAN 3 19

LONE1591999

wingn Junsdes, Bndna Jansy, gniws Yansy, $1aee nnsud uas guns duies. 2553, vliauaz
USunnansiuanddlufivinuaznalidluiui am. 4 ndinsiusesszuu GAP. msuss
FNMIUTEIT 2553, e, 3-4-5. NTUIYINTINYAS. 3-5 Tuax 2553, Audfauinmusssy
NYAUIALEN UM INeFeI18)guUasI¥snil. auaswsil.

Fusaws w1find, USey ananssal, :gned Usvanae uay dofnd wimaas. 2554, msdinweiie
wazUsinavasansiivanasluisinualdluwnnipng ueeniBeaniionauuy #aIN155U589
STUUINYATATIAINZ AL (GAP). Uizﬂaumiﬂizﬁqﬁﬁmmiizwmwmummaﬂ%ﬁ 7.
UNINGIRBUMAITAN Wag NTUIVINTNEAT. 8-10 aneau 2554.15ausudnfan.
UMETANY.

Audvoyaingdunseuaziailiumn. 2554. lna1steyaniuuasndeiailsioe (MSDS).

Y

o alay

(FuitduAy 8 wgun1AN 2554) 99n: URL: http://msds.pcd.go.th/.

Y

drinmuauilaTann1sinens. 2554 Yeyaaiansiidningdunseniinisinuns.

(Fuitdudu 8 wewAIAN 2554) 91n: URL: http://www.m.doa.go.th/ard/stat2.php?cat=2.

v a v

AUNITBLATNAILINISINYASIUAT 3. 2553. $1891UNNTATIFEEUENTREANASTURNLAY

naldiuuas GAP Tunane Tuean@euiianauuy. NSUAYINITINENT. VDULAU.


http://msds.pcd.go.th/

mheteaumaingdunneuazamnuuasnds. 2554, ruanuiEesmnuuaeadosuansiadl. (uf
AUAU 8 WWAIAY 2554) 91n: URL:http://www.chemtrack.org/

NPIC. 2009. Chlorpyrifos technical fact sheets. (cited 5 July 2010) Available from: URL:
http://www.npic.orst.edu/factsheets/chlorptech.pdf.

Kidd, H. and James, D.R. 1991. The Agrochemicals Handbook, Third Edition. Royal Society of
Chemistry Information Services, Cambridge, United Kingdom.
Henriet, J., Martijn, A. and Povlsen, H.H. 1985, CIPAC Handbook, Vol.1C, Analysis of
Technical and Formulated Pesticide, Collaborative International Pesticides Analytical

Council, Limited.

WHO. 2009. The WHO Recommended Classification of Pesticide by Hazard and Guidelines to
Classification 2009. (cited 7 July 2012) Available from:

URL: http://www.inchem.org/documents/pds/pdsother/class 2009.pdf.


http://www.chemtrack.org/

