nsvgauAUldldvasisimssiingiinenisinens profenofos

Study on Method Validation of profenofos
wEudatiud a3yt wEnunns  auauiey!

UnAnga

ynsnsandeunldldvedinaaeu Tusiflued (profenofos) fil msiadeu Range wSevaei
Judunssaveglugisanududu 0.274- 1.642 mg/ml A1 correlation coefficient (1) = 0.99986
WNA9IPRUSU r > 0.995 M99@0U Linearity Tug9anudnty 0.456— 1.459mg/ml laA1 correlation
coefficient (r) = 0.99982unawiEoNSY 1 > 0.995 AFITEBY Precision 113 3 szdUvBIAITLTY day 1
1¥AHORRAT = 0.988 #579@8U Precision 1 3 seduvasmUuty day 2 1#AIHORRAT = 0.806 N3
M399d0U Accuracy 9NAUESIWA Recovery 10 127.97 % lisglunasiveusu 98 - 102 % s
Uszidiuen Precision 1nald35 HORRAT tnausisonsuvas AOAC 8ausUAIHORRAT < 2 lay EU Codex
goNsUAT HORRAT < 2 wanisveassdaludanumuizay Tunsihlasiainsginiseionaisazans
19g WazanTazanefiogns WS seanguslndiAsatu Ussana 1 un/ua azanese acetone
Tdndudedortuegnd whdnaadedies 1 lulasdns nsdnansavanodieies GLC Tagin
#TarangUINTFIY F1fuvane 9 aTsauA et Peak Area 1 Bnusazadafidvintu wieumndnatuliiAy
2 % FWTUNINTINNATILY Beansazauiiog 1 Seuiieuniy asavaneuInsgIudnansavasnny

WUTUAE 2 90
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1Usilunea (profenofos) IUPAC: ( RS ) O-4-bromo-2-chlorphenyl O-ethyl S-propyl phosphoro
thioate Hgmsluanasdu  Cy4HysBrClOsPS ﬁﬁ;mﬁﬂ‘maqa 373.63 dneglunguansiadl ACTIVITY:
insecticide (phenyl organothiophosphate insecticides) Usglewiilddasiumindnging dadlfie A
gou sl wisdndu lsuns wuawidvn vueuwawaneihe vusunseiven Wudu n1iAsied
wanausianstdadngiio Alddmalinseii gndes uasusiugidy SudufesdiBlnmeiivanzan 33
Aeesindsiny  eglulonansweuns  fwiesufiRnsiintesdiefinnevinieniannsarinnis

W0IPINTUle wuslAsIsiiesuURns lulinsedlonseuiiasiiniy Buulevseliiisinszv

<3

Id £ o

Jeidudesinmsfneimu Bleseituainl  eazaniumslidauluiesuiaing  wezlena

o

Jpsenanded  wazudugeududes  dnsAnwinmaasumnuldlevedidiaszvdmsuiinlullu

Y

wesUfj iR seely

Bantiunisuazaunsal
gunsal
1. w593 Gas-Liquid Chromatography (GLC) ¥fin FID
2. capillary column HP-5 5% Phenyl Methyl Siloxane 30 w3 x 0.32 laaluss (id)
0.25 lulasiuns film thickness
3. \pseetafiirnuaziBen ¢ wie 5 Fuvs (£0.1 me) FikunIsaeuLTisULE?
4. Ultrasonic bath  wag Yiusuuim 2 )3, 4, 5,10 ml
5. Volumetric flask w11a 10, 25, 100 ml finunisaeusiieundy

AREIGEY
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1. Acetone %1n GR grade
2. fegamanug (profenofos)
3. @15um3gU(Standard  profenofos)
3813
1. Gas-Liquid Chromatography (GLC) ¥%is FID
Conditions : Capillary Column HP-5 5% Phenyl Methyl Siloxane 30 m. x 0.32

mm. (id) 0.25 Um film thickness

Split injection  split ration 100 : 1 Detector H, flow 30.0 mUmin

Flow rate 2 ml/min Air flow 300.0 mU/min
Oven Temperature ~ 250°C Makeup flow N, 30.0 mU/min
Injector Temperature 250°C Detector Temperature 280°C

2. A719@UUBSITUATILLLIUTDY. FR819HARA M (profenofos)
2.1 F@ansunsgu (profenofos) 2 @1 (Cal, Ca2) Wilauminvesanseangnsuseana 10
mglalu Volumetric flask 4119 10 ml 4@id Acetone 5 ml aslu Volumetric flask Ungn  udaunly

[ 7
Y

gndeiies Ultrasonic bath Ussana 5-10 wifl anduthesnundsiislibuiigamgiives wduf
Acetone As@AUTINASA 10 ml welidfuiiueged

2.2 Haregranandamt (profenofos)10 91 ilddminuesanseongnsdsyana 25 mg
Tdlu Volumetric flask vu1m 25 ml inasagaty Acetone 20 ml aslu Volumetric flask Ungnuad
ihluieghdensdos Ultrasonic bath Useanal 5-10 widl arnduthesnandsiislmbuiigamgives wé
Bl Acetone aufisauiannsi 25 ml weilvidriuduegned whdaansdueies 1 lulasans

2.3 N133na5110351U (profenofos)
Lae@1s Technical grade L%Lﬂ%‘laq GLC Imaﬁgq sequence Tung aﬂﬁﬂﬁ Cal, S1, S2, Ca2, S3, S4, Cal,
S5, 56, Ca2..510 widnansduedes 1 Tulasdns Tnemsdnnnududuas 2 61

nsdaansidedes GLC Tadaasavauinmsgmy  eafumans 9 assaueives Peak

Area Tidnusazasafiininty wiounnenafuliiiu 2 % Setulunsesvliened Saasavaediedis
Wisumguiuansasangunsgu

2.4 A10AN response factor (f) Msgns

fi = SxP
Hs
g fi = A1 response factor Y89a1511ATFIY
Hs = Nuitlg peak ¥84 (profenofos) Tumimmgm
S = thwiinues (profenofos)luansazaneuinggiu (mg)
P = ﬂmm%qwémaqmimmgm (profenofos) (%)

v a v
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2.5 mAnUesidudveslanseengus (profenofos) 3ngns

st
(profenofos)content = Hw x f
W
Hw = Nuitld peak vos (profenofosluansazatesagna(mg)
f = Aade response factor
W

Umtinwes (profenofos)luaisazany fee19(mg)

2.6 thanlesidusuasnandum (profenofos)?lava 10 A1 wiAtady azlaussidudnuuueu
Y94 WA (profenofos)

v

szuzian (SUAY - &

fugn)  : svErIan ManAu 2553 - Augeu 2554
aa1unAniunIg s Mo JUAn1snguauiaunseuunsIvaauinglity diinIdeimun
U998nN15HAANINISNEAS
VGBI
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8uaN1sNAaDILazIANTAl

wWesiudindevesans (profenofos)

Wasidudiaieuasans (profenofos) 41.348
SD. 0.481
%RSD 1.165
M5 precision 71 3 Aududu day 1
Wesidudinievasans (profenofos) 41.689
SD 0.483
%RSD 1.159
HORRAT 0.988
M5 precision 71 3 Aududu  day 2
WasiWudinievasans (profenofos) 41.555
SD 0.408
%RSD 0.981
HORRAT 0.806
AOAC #au5u  HORRAT g 2
FU, Codex ®audu  HORRAT < 2

v a v
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P15 5 ASI9EOU % Recovery

Al content (mg / 25 ml)
\ Conc.added Conc. added Conc. added
(4.186 mg /25 ml) (8.372 mg /25 ml) (12.558 mg /25 ml)
Origin Spike Added Origin Spike Added Origin Spike Added
1 2.77 9.39 4.19 2.80 12.22 8.372 2.86 15.24 12.558
2 2.83 9.44 4.19 2.81 12.23 8.372 2.85 15.21 12.558
3 2.77 9.35 4.19 2.84 1207 | 8372 | 280 1522 | 12558
q 2.74 9.37 4.19 2.80 1205 | 8372 | 285 1530 | 12558
5 2.73 9.51 4.19 2.78 12.20 8.372 2.82 15.28 12.558
6 2.76 9.39 4.19 2.85 1215 | 8372 | 283 1528 | 12558
7 2.78 9.62 4.19 2.82 1219 | 8372 | 279 1538 | 12558
8 2.76 9.56 4.19 2.77 12.25 8.372 2.81 15.11 12.558
9 2.77 9.51 4.19 2.83 12.24 8.372 2.79 15.37 12.558
10 2.77 9.54 4.19 2.75 1223 | 8372 | 281 1541 | 12558
mean | 2768 | 9.468 | 419 | 2805 | 12183 | 8372 | 2821 | 1528 | 12558
SD 0.0266 | 0.0924 0.0317 | 0.0710 0.0256 | 0.0909
%RSD | 0.9604 | 0.9754 1.1305 | 0.5830 0.0091 | 0.0059
%Recov 159.90 112.01 99.21
%Recovery = (Conc gpiked sampte = CONC wriginat sampte ) X 100
Conc added
%Recoveryfimududu §n = 9.468 2.768x 100 = 159.90%
4.19
%Recoveryimnundudu na1e = 12.183-2.805x 100 = 112.01%
8.372
%Recoveryfimuitutu ge = 15.28-2821x 100 = 99.21%
12.558

an
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%Recovery Lagﬂ = 127.97

WNTNEANSU 98 — 102

FIDZ B, (PROFEN.21SB2501.0)
pA
250

115

226

200

2205 p

175

150
125
100

75
50 ]

T T T T T
05 1 15 2 25 2 25

2.095

Retention Time (minutes)

gﬂﬁ 1 Chromatogram of Standard solution

FIDZ B, (FROFEN.ZW24B3201.00

o
I
TIG7

250

226

200

175

1.231

150

125

100

75

50

H

T
2.5 3 3.

1783
1835
[ 1086
2004

T T : T
05 1 15

i

Retention Time (minutes)

gﬂﬁ 2 Chromatogram of Sample solution

1. 9979@0U Range Aauansluzuy 3
1.1 Hansunsgiu(profenofos) dlanuduty 6 Anududu inseuaqueadmildnu wu 5,

10, 15, 20, 25,48z 30 mg lalu Volumetric flask au1n 25 ml udfnaisazaigacetone 15 ml lwgly
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Ultrasonic bath 5-10 wifi - antuiroenndaidlilmbuiigamgiives udnfiu acetone ufalauiuing
25 ml el

1.2 Snansazanslude 1.1 Wia3es GLC wia FID

1.3 Plot N3 sEnINANULUTUYRY @1501M3§1U( profenofos) (WU X) iU response

wnu'Yy)

1.4 RSN UEUAT

n"5%1 Range finnuduty 0.274- 1.642 mg/ml w84 (profenofos)
mg/ml Area
0.274 65.12772
0.456 104.84681
0.912 212.95801
1.094 260.92899
1.459 342.65393
1.642 390.62463

Data File ¢:\HPCHEM'1“DATAZPROFEN.4%009EO901.D

Calibration Curves

Amaé ____________________________________ profencfos at exp. RT: Z.Z288
1390625 : FIDZ E,
330 ] g Correlation: 0.9993¢6
SDDﬁ : . Rezidual std. Dewv.: Z.38593
5 ! Formwula: v = mx + b
g 374 : m:  236.74250
200 - ' b: =-7.247753e-1
150 3 : ®: Amount [mg]
] 2 . . A
] ' v: Area
100 = 1 :
50 i
] 1653
i —————— —
0 1
Amourd{ing]

gﬂﬁ 3 Range fiAvuidudu 0.274- 1.642 mg/ml vas(profenofos)

v a v
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2. 953980U Linearity Aauanslugus
2.1 Beonemudutuain range Mdudunss 3 anudutu
2.2 wisuansarans asuInsgI( profenofos) Wlimnududu 6 mnududu Weglugaei
@onld
2.3 Bnansavanediaios GLC vfin FID
2.4 Plot graph 5e%I9ANUINTUYBIANTAZANE @15UIM5511( profenofos) (kN X) fu

response  (LAW Y)

2.5 AUIMIAN correlation coefficient (r) r > 0.995

n"591 Linearity finnandiudu 0.456- 1.459 me/ml w84 profenofos

mg/ml Area

0.456 104.84681
0.727 168.91214
0.912 212.95801
1.094 260.92899
1.277 303.86609
1.459 302.65393

Data File C:%HPCHEMY1%\DATAPROFEN.4%003BO201.D

Calibration Curves

Ares profenofos at exp. RT: 2Z.203
1342 654 FIDZ B,
300 5 E Correlation: 0.99982
250 ' Residual 3td. Dewv.: Z.50678
] 4 E Formula: v = mx + b
200 4 2 ' m: 237.31191
] : b: -1.70102Z
150 1 E ®: Amwount [mwe]
100 3 E v: Area
50 5
] 1.451 .
0 ———
0 1
Amount{mg]

gﬂﬁ 4 Linearity Fanudutu 0.456- 1.459mg/ml ¥8¢ profenofos

v a v
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3. M979d8U Precision

3.1 wWSpuansaranedaeg1d (profenofos) finstuediduduiveu fssduanandudy
melugrems vegeu 3 mnudiudu o ez ogelios 10 91

3.2 AnnAnads (X) wag SD YIHANISNAOU

3.3 AU % RSD Augns

% RSD = SD x 100
X
AI9819N15AIUIU U % RSD = 0.483 x 100
41.689
- 1.159

3.4 Uszliiu precision lagly HORRAT

HORRAT = % RSD experimental

Predicted Horwitz RSD
3.5 AU Predicted Horwitz RSD anagns

RSD - 066 X 2 (1-0.5 log Q)
C = Concentration ratio(41.68%)
— 0.66 X 2(1-05 0g0.468)
— 066 X 20.829754
= 0.66 x 1.77738
% RSD = 1.173
HORRAT = 1.159
1173
= 0.988
3.6 \NAYIURUSUAT Precision
AOAC pausu  HORRAT < 2
FU, Codex ®ausu  HORRAT < 2

4. m3I@OUM % Recovery LaUseiliuA Accuracy (210915199 5)
% Recovery L@y

159.90 + 112.54 + 99.21
3
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= 12797

WNaUEaNSU 98 — 102

9. agUnaNTIINAaRILaTTaLEUBLUY
1. pvradeullosidusfintuouvesansiogandn s (profenofos)indild = 41.68 % w/w
2. 7529@8U Range yi3otsiliiudunss avaglurnsnrundudu 0.274- 1.642 meg/ml léian
correlation coefficient (r) = 0.99986 inauaigeusyu r > 0.995
3. 95990V Linearity  fienuidudu 0.456- 1.459 me/ml A1 correlation  coefficient
() = 0.99982 nauwieausyu r > 0.995
4. n579@0U Precision (day i 3 aududu e = 0.988 wnamiwensy < 2
A57988Y Precision (day 2)7i 3 anududu l6d = 0.806nasiwensy < 2
5. 952988 Accuracy 3nAUasuR Recovery ¢ 127.97 laglunasiausu 98 - 102
6. LNUINYDUSUAN Precision
AOAC gausu  HORRAT < 2
FU, Codex ®auiu  HORRAT < 2
7. agUEihlU#Ansziansesngys (profenofos)dilaifimumsnzansioninis@nunis

B siwmunzausaly

10. Mstmanuidgluldusslovl
galaiannsainismaneaeulliuselevdliiiomnasaaeuanugnieswindt Wesidusd

Recovery b¢ 127.97 legluinameausu 98 - 102

11. 1BNE1591999
NUANT 058 UavAinITsey flatior 2547. Method Validation, wnasusznaunsiineusy
NTUINYIFNENTAITUNNE.
fuf unaif wag gyams guiae 2544, msfigadmnuldlivesiBnaaeumand
(Chemical Method Validation), LonasUsznaunIsENaUINASIANYIMEASUIANS.

v IS

Usunu. 2537. ¢ ﬂ7isﬁu%8L‘ﬁEJu’mq&JﬁM‘VlNﬂ’]iLﬂMmﬂuUizL“Vlf"‘il‘VlEJ 7 NOIMIUANTITLAE TAANITNYAS

d010ueMNT 2547, N1IATIANFIUAINUYNFABIVDIINAGBUNNLAL, LananTUTENBUNITOUTH
FUNUIVINTANURAAWINTINDINNST.

CIPAC H . 1998., Analysis of Tachnical and Formurated Pesticides, Collaborative
International Pesticides Analytical Council

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

v a v
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Chemistry, England.

12. aANUIN

= s & & A ) |
M319% 1 Wesiudindevesas favegia(profenofos)

d19azane (profenofos)

wWasidurwasans (profenofos)

1

2
3
il
5
6
7

41.30
41.27
40.72
41.18
40.53
40.74
40.81

v a v
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8 41.21
9 41.57
10 41.18
11 41.92
12 41.77
13 41.79
14 41.57
15 42.08
16 41.93
\Wesidudiadevesans (profenofos) 41.348
SD. 0.481
%RSD 1.165

MI59 2 AT precision 7 3 AMUTUTY day 1

Ywiindnegna ( profenofos) (mg)

wWasidud ( profenofos) finsaany

v a v
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32.3 41.53
43.9 41.47
42.4 41.46
41.1 41.06
44.5 40.93
49.8 41.56
49.2 41.48
46.2 41.19
54.0 41.03
a7.1 41.03
83.0 42.29
84.6 42.07
90.1 41.84
84.2 41.65
92.2 41.08
80.4 41.48
80.0 41.20
80.8 41.83
87.8 41.54
81.4 41.58
104.1 42.90
119.0 42.13
112.3 42.08
110.4 42.44
105.2 41.52
109.3 42.23
107.3 42.19
109.6 41.93
106.9 41.78
119.5 42.18
wde 41.689
SD 0.483

%RSD 1.159

HORRAT 0.988

v a v
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= .. o v v
HIT9N 3 AT precision % 3 ANUYNVU day 2

Ymiingegna ( profenofos) (mg) \Wasidud ( profenofos) #insranu
49.0 40.91
57.4 41.43
44.2 41.13
50.0 41.22
42.7 40.96
49.8 40.97
50.9 41.27
45.8 41.22
40.6 41.12
46.3 41.39
80.7 41.76
80.8 41.85
80.6 41.69
925 41.53
83.2 41.28
83.8 40.97
75.8 42.21
81.4 41.52
85.9 41.23
81.0 41.53
121.0 41.76
116.2 42.47
117.3 41.94
109.0 41.56
129.7 41.89
113.2 41.97
123.9 41.92
130.0 41.79
114.8 42.25.
115.7 41.72
\de 41.555

SD 0.408
%RSD 0.981
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HORRAT

0.806
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