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5. UNANED

vioafuAnsingifiunsinens duinideuasiannmanuasiondl 3 Tanshesunsiese
A MREASuT I Tfuniainas Tudiuniione Tassuinveuiiuil mansTusenideandenouuu 11
Jadn lavihnsesnrgeurnuldlavedisinseiingiiiunisinens ¥lea1s cypermethrin sagmnailn
gas liquid chromatography Lﬁaﬁué’u@mé’ﬂwmwaﬁﬁﬁLmﬁzﬁuazﬂszLﬁuéhaﬁgwwaﬁadﬁﬁﬁlﬂiwﬁﬁ
fmnugndes wiudh waellmnudedie manismsieaeumsldlsveditienyinuilian range
Tugrsanudugu 0.25-2.50 Jadnsunetiagans tian linearity TurieAudndy 0.25-1.50 dadnsu se
fiadans lnefld1 corelation coefficeint (r) 0.9994 nauigen3ufiAn r 1191 0.995 fiAuuaiugn
(precision) 1893831A5 13 lsiA1 HORRAT vasn13Mut (repeatability) wazn159i91 (reproducibility)
u 0.96 waz 0.93 Aua1diU ATIVEBU robustness waz rugedness ¥8335N15 fiAn HORRAT 1w 0.80

wag 0.57 Mudwiu FeAnldiin 2 asnagives AOAC UagNISATINAOUANYNADY (accuracy) U89

T8N1591NA1 % recovery 9 99.20 % agluyae 98-102% aunauiansNUSINIINNTmTeWY 10
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%ved AOAC Mlludsnsinsziingifiunisinums cypermethrin @unsalfduisinszvnling
anAed wagliugn gausuldmunaeiniseausuanauazaunsat Ul wisumsguves

WeulfuRnsingiinunisinens duinidewazimuninisinuasand 3 1¢

6. AU

mMsnsiadeunuldlinesisiiasedt (method validation) unsyulunisBudurugnsies
AMLNZENYOIBNTIATIEINAN T e lTlieseviiiegsluiosujUsnis Feasanelimsiuis
wa = & Y o w ax a I i =i o an a DN ¢
Aantivazeuly  visededinvedisnmsinseritug  Aeunaedianslesieilaunliiinsey

¢l va I3

Y ! o & v ° . . = Py v ad a
FYNN  AUUUILADINT  method  validation Lwaisuauslummgﬂmawawﬁmi’;Lﬂi’]wmpmif}w
VuIUU n3edfnwladnain reference method telvisnzauiuAINABINITVRMBIULURNS Aelu
= a o & w ° . . ] & o 1 _ada v a saa v I o
Falanudndudosi validation iiveldunmstuduinidiaseilinanisiiesenidanugneies uiug
o VY ad g Yoo 1Y) . . = wa ad a eV Y
wargausule Bn1snaaeuiilddmiu method validation AzAseUARuitauTRTaISNTIATIEN lokA
1) ANUQNABY (accuracy) MaBde ANNQNABIYRIITNMTIAT AN InlaATndABeiuANLYIAT
WNAgn N3 accuracy vbAlaeIAII8 CRM (Certified Reference Material) 8g1atioy 7 91 wae

6

nAwnmszduanugnaeslusUvesrulananduivs (relative error) w3 ANUGNARITUINS
(relative accuracy) usazn1smanUesifuinisundu (Gerecovery) lunsdifilianunsam CRM 4
wanganlumsiengililagldfogiduasuinsgiu (spiked sample) Fsaziidadninin accuracy 7
iﬁﬁumamqmLawwﬂzumuﬁilmwﬁ spiked sample Wiy N9 recovery g7 3 seduANLEITY
wavetnstesmududuay 7 4

2) NMINTIVNABUAIUULUE (precision) B8 mmLLajus]’waqms‘imeﬁ%ﬂ6] U vianee n%q
AULANANIYBINANTTIATIATIAINNTIAT129I81 9 B9 precision vedisnIsiwszdl 2 dnuasie
repeatability  vwneds  Auusludiiinanmsiensign 9 luaansieiilagldimdetily
esfURnsfetu insesdloyaiieafunasifieseiauientiu wag reproducibility manefs A
wlughiinanmsiensid o Inglddsieat AALATIZYRNarY 3nsfloruasiaiosty wavvily
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HosufuRnsauazuiituinasiinnesisilaeldtaaieweauans izﬁusummmmjué’ﬁuagj U
arududuvesa e ia e

3) linearity 4@z range  linearity M8y AMUaLnsaveiEnIsiasgiiasilitinsziudy
Ionansiasziidudndiutuanududurssasidinedluteeududuficmun - @y range
mnefls  tenududuresasiirfadusanududuiaeiannududugaaniiioudi  accuracy
precision wag linearity a&ﬂuizﬁuﬁﬁmmgﬂé’aaaam%’ﬂﬁmwﬁaﬁmu@

4) n1311A7 limit of detection (LOD) Wag limit of quantitation (LOQ)



LOD mn8die AAududusngaiinsesilaluiieg9fianunsansiainld wag LOQ nuneds Amay
Y v o Aa Y] oA a a a L. =
Wndusganinseilaluiiegisiannnsamdsnnm vsesenunalaedl accuracy way precision 9
gousula (Fmsumsnsrasunnulilivedisinsziinseiingiiynisinunslulaviinismean LOD
wag LOQ)

5) anmily (sensitivity) vunefis Auaunsalunsinanudutuiuandsiutdosiian 8013
a salal a ¢ a o 4 & add v v
Ainswiniianuhgagaiunsonsialiesgvansiudsinadesunviaduisnanusanenanududy
Yosasiuansiuoeunlagnaes

6) ANUINNIE (selectivity 13D specificity) 889 AINUAINITOVOIIDUATIZUNALIATIZNA
RNTEINRBINTaEIATIEY Tnefianstuduiiessdiulsenounisluansazaneiy o wse3onTIATIEN
A & Y v Y
Aflanuanansatunsidoninrmzasnaeansain

7) ruggedness/robustness fiB NINAFBUANUAINUYBIITNIINAGOU INNTIUABUANIZUAE
FuwraeureisMindulun1syinuund  nsAd@eUNnl  ruggedness  UBIIDATIATIERINLABATS
Waguwlasismstiesgilindllanipuandesuazdanansiuasuwdasiiny

\HeanniesUjiRnsimgiiivnisinens  am.3 [WuieslfiRmsiul  Aisedliasizinmunin
fegandndnriasidndngivluiuinangiueenideweuuy wasdnludosinunisinseililina

a ¢ v o & A A oA o & Y o« a s & & £

mMyaszvingnaes wiudnluninzeds Sndudedinisnsiaaeuyile uasiUesidudaiseangniinng
sudeyainszyluaanviold eliinunsnslaldndndarindaunmuasdulununisavanly weu.
TdURTI 2535 NIATINABUAITRBNGVD cypermethrin 13531AT1EMIUNINTFIU CIPAC Handbook
1C (CIPAC : Collaborative International Pesticide Analytical Council) (Henriet et al., 1985) @ssioq
UszgnilivademunzauiunseowazgunsaindluviesljUnns dwuisemeasuaiuldlavesis
IATIZAAISIALIAS  cypermethrin  Lieliiuisiassiuvesiesufifinig  Tnefimsfliwesiiun
NAABUIDUATIZALILA NITUIAILINTITIA range, N1IIIAT linearity, N1SATIVEDUAINLNY (precision)
99nA1 HORRAT 984 repeatability tag reproducibility, robustness ag ruggedness, N1303I980U

AN (accuracy) BeUseiiinua1n HORRAT 489 % recovery ngiiBuiuLnaiunnsgIueang

1) w504 Gas Chromatograph (GC) #1»151910%la Flame lonization Detector (FID)

2) capillary column %iln 5%Phenyl Methyl Siloxane (HP-5) 817 30 LunS Lﬁum@uﬁﬂa’m 0.32
fadms v 0.25 lulasiums (30m x 0.32mm 1D, 0.25 um film thickness)

3) psestiaziBen 4 fums

4) ultrasonic bath

5) wwIadsunng Yue 10, 25, 50, 250 kag1000 daadns (ml)



6) UUs vum 2,3,4,5,8 waz10 ml

7) vial vu1m 2 ml

- @190
1) @130%391U cypermethrin 97.0%
2) @13 cypermethrin Viﬁmmlﬁmsﬁuq& (technical grade)

3) wARdIiaNsidndngiY cypermethrin 10%

4) acetone AR grade

- 35015

1. WaUISNITIATIER cypermethrin
nPRIMENTETIMIITELveNATes GC lunsmusinaiuiueuvesansdudu fil
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
Detector: Flame lonization Detector
2. msmﬂ%mmmaaaﬂqwé cypermethrin
2.1 MIATEUEITALANLUINTTIY
F1an3219 357 cypermethrin 2 1 (C,, C) Wilghminfluduoutsyanas 25 fiadnsu (mg)
Tdlu volumetric flask vu1m 25 ml LAY acetone Useanad 15 ml wenlagaesie ultrasonic bath
Uszanas 15 Wil andutisnseiislilmBuiigungiivies Usuuiunsde acetone welidtu 1nld
vial 2u1n 2 ml
2.2 MISWTPUANTALAIEYDIA1IANUTUTUGS (technical grade)
3815 technical grade cypermethrin 10 A (Ty- Tio) Tl g hanfindueudseanas 25 mg
Talu volumetric flask vu1A 25 ml W@d acetone Useanad 15 ml wenliagaesie ultrasonic bath
Uszanm 15 wit antuisndaidiinbuiionmgiivies Usuusinesie acetone weilvidniu uild

vial 9U1m 2 ml

2.3 NSASIVEDUANUNSBUVBIATBY GC



Waies GC auifmuslusunsurmuauanznsliduly e baseline sl nagoudn
asazasnsgIudASesUssnm 4 1 omituild peak W3BANLEIYRY peak WANAIRINALRAY
yasmsanandet 3 astliAu 1 % Sedeiiatomdenldny

2.4 mMInTadeUUinafiuiueuesans technical grade
dedes GC wieuldomudy dnansavaneannsgiu uavansazane technical grade Lo
ATREUmMUSInaikiuaunuEy feil
Coo Co T Tos Co Cos T Ty Cay Coy Ty T oo
a13aEa1811935U C;, C, AoaliAT % Relative Percent Different (%RPD) laitAu 3%
%RPD = [(factor max - factor min)/ factor mean] x 100
2.5 N13AUIUM Response factor
Response factor = (weigh x purity)/peak area %38 f = (S x P)/Hs
S = ﬁﬂwﬁﬂ%aﬂ cypermethrin ‘Lumsazawmmgm (mg)
P="% ﬂ’;’mﬁqw‘éﬁummiu’msgm cypermethrin
Hs = Uil peak wos cypermethrin luansazaneuInggu
2.6 NITAUIUNT % miaaﬂqw‘é cypermethrin lua1sagany Technical grade
cypermethrin content = (Hw x f)/w
Hw = Uil peak 389 cypermethrin Tuansazane Technical grade
f = Auady Response factor
w = ﬁmﬁ'ﬂ%ﬁ cypermethrin luasagany Technical grade (mg)
27 e % w89 technical grade MFmwaldne 10 f1 mAneApeEly % Tuuusuves
technical grade
3. mMInsvauAIludunss (range/linearity)
3.1 NAFDUAINITIA range

3.1.1 9a13 technical grade finsruwesiiuduivey Wilanududusiieg 6 anududy
mududuar 1 91 Tnedaiminliivsua cypermethrin maummﬁaqﬁ%’aflu (0.25-2.50 mg/ml)
laun 12.5, 25, 50, 75, 100 waz 125 mg adlu volumetric flask ¥u1a 50 ml Lfis acetone Useanoy 25
ml wgil¥azatedie ultrasonic bath Ussana 15 wifl anduthandsiisliliuiigamgiives Uiy
USUnsAaY acetone wenlmdniu ld vial v 2 ml

2.1.2 Anansazanefiwssuliisesaauainanuudutesluunn

3.1.3 Plot A9 5¥WINAMUTUTUVDIAT technical grade (AU X) AU response (LAY )



3.1.4 fiosantreiifudunse
3.2 ¥11A1 linearity

3.2.1 @enmanududuann range Midudunss 3 anududy

322 43815 technical grade finsruwesifusuuou Wilaududu 6 sziv Ao 12.5,
25, 37.5, 50, 62.5 uag 75 mg adlu volumetric flask vu1a 50 ml 1@Y acetone Uszunad 25 muuglin
avaede ultrasonic bath Uszanas 15 wdt andfuhandsisliliduiionmniives Usuuimasiae
acetone Wby 1ld vial aun 2 ml

3.2.3 ApansazanefiwionliiSeaduarnanududuesluinn

3.2.4 Plot N9 5¥NINAMTUTUVDIETT technical grade (WAL X) iU response (AU y)

325 AuaauAl correlation coefficient (r) neusieausud r > 0.995

(AOAC Peer- Verified methods, 1993)

4. ATIVFDUAULLIUL (precision)

4.1 repeatability flo MansraaeunlndiResiussistoyadifiaseic Tueiasie
HosUfURnng fraasafeatiu lussssnanfodtu uanmwaluzuves % RSD Mndoyavimunvens
NAADY

4.1.1 FeesnnIgu cypermethrin 2 g1 Wlgdminduduoutsvanas 25 me ldlu
volumetric flask u1a 25 ml 1Ay acetone Uszana 15 ml wenlvazaiesie ultrasonic bath
Uszanm 15 wit anduisndandinbuitonmgiivies Usuusinesie acetone weilvidniu dild
vial 2u1n 2 ml

4.1.2 Fsa350873 cypermethrin finsruwesiduduiueu Wldsesuamnududulugimis
14910 3 526U (0.5, 1.0 waz 1.5 mg/ml) Anuuduay 10 S11aeld volumetric flask auia 25 ml i
acetone Uszanas 15 ml wehlazanedae ultrasonic bath Usvanas 15 Wil sntudandaiiel Sy
figaumaiivies USuUTnmsene acetone welsidniu 1hld vial wunm 2 ml

413 FamTaransInIsTulazaITazatefiogne (4.1.1 uay 4.1.2) welinginuiin
mﬁaaﬂqwé cypermethrin Tuansazatufiogng

4.2 reproducibility A mamwaaumwﬂméjtﬁmf“fuizmwﬁazﬂaﬁ?mswﬁ%ﬂ Tuedeile
YeaUURns gmaasafeniu lutnarfiuandaiu inmsmassstuieiude 4.1

4.3 A1 HORRAT 84 repeatability wag reproducibility lagtnasin1seensuan Precision

9839 AOAC (1993) saufudt < 2 Arunalaeldaunisy 1



HORRAT = % RSD experimental / Predicted Horwitz RSD (aumiﬁ 1)

AU Predicted Horwitz RSD A3gns

Predicted Horwitz RSD = 0.66 x 20%%¢ 9 ifla@1 C = concentration ration

5. ©1533@9U robustness/ruggedness

5.1 robustness  MadsUdeuaNMTUAsuAnnzvenaIediolese  laewWdeu  oven
temperature 970 240 1Ju 250 °C ¥msneasaduLfsaiude 4.1

5.2 ruggedness nadeudoUINNIsUAB A eailednzilneUBey capillary column 1A
HP-5 (30 m. x 0.32mm. ID, 0.25 pm film thickness) {01 DB-5ms (30 m. x 0.25 mm. ID, 0.25 um
film thickness) ¥inA1snaapatuLAeiute 4.1

5.3 #1A1 HORRAT 984 robustness wag ruggedness 1aalnaugin15eassuAT Precision U84
AOAC (1993) sauduil < 2 Awiadlaeldaunisit 1

6. NINTIVABUANIUYNADY (accuracy)

6.1 wlsuansazans stock tech Willaududuiiutueu (@ me/ml) Inedans technical srade
Tnsrutminfiuiuey Tdlu volumetric flask vwim 250 ml s acetone Usvanas 15 ml el
avanede ultrasonic bath Uszanas 15 wndt antfuandsislilviduiionmnives Usuuinsiae
acetone gl

6.2 wibuansavane stock sample Wilanududuiinduen 1 meg/ml  Inedssedig
cypermethrin Tnstuimednituue Tdlu volumetric flask wum 1000 ml 1fin acetone Uszanas
500 ml welfazanede ultrasonic bath Ussanm 15 unit nduthandsislilmbuiigamafives Uy
USR8 acetone g lyianiu

6.3 a¥unswliesgiu  wisuasazane 3 sedufinnudutu 04, 1.0 war 1.64 me/ml
AsoUARUYIINsTdau Ing Ta stock tech (4 mg/ml) 2.5, 6.25 waz 10 ml aslu volumetric flask
U9 25 ml Ysudsnnsee acetone

6.4 wisuasazaneifienan origin Tae Tie ansavais stock sample U3u1ms 10 ml asluy
volumetric flask 2un 25 ml $1uan 10 81 USuUSunssie acetone wenlidniu udaniland
P304 GC Wigufunsmnmsgiuiie i sgiinuTuias cypermethrin

6.5 wisuasazaeLiieve recovery

6.5.1 UiUn @1sazay stock sample U3u1ms 10 ml aslu volumetric flask au1a 25 ml

U 30 90



6.5.2 UtUn @1sazany stock tech (4 mg/ml) USunad 2, 4 waz 6 ml aslu sample origin

10 ml 3oty volumetric flask w11a 25 ml ogsay 10 91 USuUSumsene acetone welvidn
fu udthludaduades GC lsuunsminmsguiee gyt cypermethrin

6.6 N15UIZLIUAT accuracy 310 % recovery Iﬂaﬁwmﬂ%mmmsaaﬂqwé cypermethrin fdu

AN origin WA spike (6.4 kA2 6.5) LIMNANRABLAFAUILAT % recovery lngensotaglugag 98-102 %

AT TNAMSUANSTITUSIN0INAT 10 % 89 AOAC (1993) NISAUINANNANNST 2
% Recovery = [(Conc.spike sample — Conc.Original sample)/Conc. added] x100 (@un1sii 2)

STLIAN MAAL 2556 — fuggu 2557
donuiviinmeaes  vieslfuRn1singliiunisinens nguiauinsnvaeuivkar Uadunisuan

v ao v

AUNIBUATNAIUINITINEATUAT 3

8. Wan1snAasduazlvsal

NaN1INAaBdY
1. WAaNMINAIUIITNN5IATIZH cypermethrin

anmefmnyanyeanis 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 270 °C, Detector 270 °C
HANIIVARBINUIT Chromatogram U8s cypermethrin laifldeyqad peak SUNIU LaAATING

specification/ selectivity 717 fauandlunind 1



AT 1 @9 Chromatogram VDIAIALABUINTIIUY cypermethrin

2. Wan1TMIUIUIUE1TD9NNG cypermethrin

2.1 A1 %RPD 84 peak area @1sazangasuInsgu C1, C2 Teanlsiifiu 3 % fwuanslumnisned 1

2.2 A1 % @1309naVd cypermethrin Tuansazane Technical grade AAELWINAU 92.02 % A3

WAAILUAISI9N 2

mi’m‘ﬁ 1 N15UsZLuAN % Relative Percent Different (%RPD) VBIFATUINIFIUY

std. me. Area Average %RPD
C1 10.8 128.699 128.772 0.113
Cc2 10.9 128.845
C1 10.8 131.219 131.6805 0.701
Cc2 10.9 132.142
C1 10.8 132.197 132.1285 0.104
Cc2 10.9 132.060
C1 10.8 131.432 132.143 1.076
Cc2 10.9 132.854
C1 10.8 129.500 129.9475 0.689
Cc2 10.9 130.395
C1 10.8 129.621 129.5355 0.132
Cc2 10.9 129.450

M13199 2 ANREY % @1599NN5 cypermethrin luansazaie Technical grade

d198za18 Technical grade % Technical grade
T1 92.57
T2 92.45
T3 92.21
T4 91.91
T5 92.02
T6 92.02
T7 91.46
T8 91.98
T9 91.87
T10 91.74
Aade 92.02
SD 0.325
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3. wamsnsiadauauludunse (range/linearity)
3.1 NTATINABUAINTBINITIA (range) dAn 0.25-2.50 fadnsusedadans A1 Correlation
coefficient () WU 0.9991 Fauandlunsedt 3 wazainil 2
3.2 mInsndeuardudunss (inearity) finruid 0.25 - 1.50 Sadn3udefadans
1§/ f1 Correlation coefficient (r) Wiy 0.9994  fauanslumsnedl 4 waznnd 3

LUANEBUTUN 1 > 0.995

MITNT 3 NINTIVEOVTIVOINITIA (Range) BIIAMTUTY 0.25-2.50 mg/ml

mg/ml Area Lavel

0.25 28.49415 1
0.5 65.58052 2
1.0 129.14324 3
1.5 201.11449 a4
2.0 268.22508 5
2.5 347.37265 6

400

350 R? =10.999

300

250 =

Area

200 /

150

100 /
50 P

0 0.5 1 1.5 2 2.5 3

Amount (mg/ml)

AWl 2 uans Calibration curves a@sazane cypermethrin 6 level (0.25-2.50 mg/ml)

g7t & anundudunse (inearity) Aaududi 0.25-1.50 me/ml

mg/ml Area Lavel
0.25 28.61717 1
0.50 65.11357 2
0.75 95.21779 3
1.00 130.61305 4




1.25 166.86177 5
1.50 202.07297 6
250
200 R/Zy»
o 150
g //
100 /
50 T/
0 i
0 0.25 0.5 0.75 1 1.25 1.5 1.75
Amount (mg/ml)

A7l 3 wana Calibration curves ansazane cypermethrin 6 level (0.25-1.50 mg/ml)

4. WANNIATIFDUAULUUEN (precision)

11

4.1 Han1IM precision 71 3 AULULUU IABRTIVABUNITNIUGN (repeatability) Auandlunisg

75

M3199 5 WeslduafinTiany 7 3 enududu ann1snaueg ( repeatability)

n AILTUTY 0.5 mg/ml AILDINTU 1.0 mg/ml AILTUTU 1.5 mg/ml
Yo (mg) | %iinsranu v (mg) Yo (mg) | %iinsranu Yo (mg)

1 116.4 11.10 2335 11.58 350.8 11.87
2 116.4 10.79 2335 11.47 350.8 11.48
3 117.5 11.17 234.6 11.83 350.3 11.84
q 117.5 11.65 234.6 11.46 350.3 11.56
5 116.9 11.88 2335 11.71 350.4 11.50
6 116.9 11.48 2335 11.73 350.4 11.68
7 117.3 11.35 234.4 11.31 350.6 11.72
8 117.3 11.05 234.4 11.39 350.6 11.64
9 117.1 11.34 2339 11.51 350.4 11.65
10 117.1 11.46 2339 11.49 350.4 11.62
Mean 11.33 Mean 11.55 Mean 11.66

SD 0.315 SD 0.163 SD 0.129

NM33@8Y precision Mogluguvas repeatability o N13nTIvaeuALlnalAgaiy

senindoyaniiag

Mean = 11.51,

SD = 0.203

(%

LTI ILAR D

luguves % RSD A1NToUaTIMuAvaIn1sNaaslarinsil

%RSD (experimental) =

(SDx100)

[

= 1.760
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Mean

n1sUsziiuAn precision lagly HORRAT; HORRAT = % RSD experimental

Predicted Horwitz RSD
AU Predicted Horwitz RSD A3Igns

Predicted Horwitz RSD = 0.66 x 21702102 C) Lﬁa C (Concentration ration) t9A1 = 0.115

— 066 X 2(1*0.5 lOg 0.115) — 1828
HORRAT = 1760 =096
1.828

NNITNAABIA precision ﬁagﬂugﬂmm repeatability 1aA1 HORRAT = 0.96

LWNEUTIN1SEBUSUAT Precision 989 AOAC 835U < 2 kg EU, Codex gausun < 2

4.2 Wan1INI precision 91 3 AMUITNTU Laens19aeUn15Y97 (reproducibility)
Aaanslun1199 6

a s & ea a v v o o A
AT197 6 LWsIEUANATIaNU N1 3 ANty 91nN15Vieg (reproducibility)

n AU 0.5 mg/ml ATUTY 1.0 mg/ml ALTUTY 1.5 mg/ml
Yot (me) | %finsranu Yo (mg) Yo (mg) %TIRTITNY Yo (mg)

1 116.6 11.03 233.30 10.87 350.4 11.69
2 116.6 11.12 233.30 11.18 350.4 11.64
3 1175 11.34 233.30 11.50 350.8 11.45
4 117.5 11.05 233.30 11.74 350.8 11.32
5 117.7 11.54 233.30 11.10 350.4 11.45
6 117.7 11.54 233.30 11.25 350.4 11.27
7 117.6 11.30 233.70 11.30 350.5 11.41
8 117.6 11.33 233.70 11.15 350.5 11.31
9 117.9 11.32 233.10 11.03 350.6 11.45
10 117.9 11.29 233.10 11.03 350.6 11.63
Mean 11.29 Mean 11.22 Mean 11.46

SD 0.178 SD 0.252 SD 0.147

N3M33@8Y precision Mogluguves reproducibility fie n1snsiaaeuaslnalAesiusenintoyai

a 6§ o d!
WATNLIT T ILAR AL
ATILIN 10 YU laAne

Mean = 11.32, SD = 0.192 %RSD (experimental)

n1sUszIiuAn precision lagly HORRAT;

(%

HORRAT =

= (SDx100)

Mean

= 1.699

WFUYD9 % RSD MNVBYATINUAYRINTTNARBITIAILTTNTAN NHIINNTNAGDS

% RSD experimental




AU Predicted Horwitz RSD A3gns

Predicted Horwitz RSD

HORRAT

Predicted Horwitz RSD

= 0.66 x 2(1’0'5 g O Lﬁa C (Concentration ration) 1o@1 = 0.113

1.833

=1

833

MNMsMAaesv precision oefluzunes reproducibility A1 HORRAT = 0.93

LNEUTIN1SEBUSUAT Precision 989 AOAC 8815U < 2 by EU, Codex #aisui < 2

5. Wan19,3998dU robustness/ruggedness

5.1 HARTIFAOU robustness MNMsUTUANIEYBAATEY InelUdeugmngil oven 210

240 °c Ju 250 °c Fawanslunnsei 7

a s & ea Qj' Y v
A5 7 LUBSLHUANATIINU N 3 ANULINYUINNAITATIIEBU robustness

n AU 0.5 mg/ml ALTUTY 1.0 mg/ml AU 1.5 mg/ml
Yo (mg) %iinsany | uwin (mg) %iinsaany | tmin (mg) %TIRTITNY

1 117 11.19 234.1 11.13 351.8 11.09
2 117 11.11 234.1 11.29 351.8 11.29
3 116 11.24 233.6 11.42 350.8 11.56
a 116 11.18 233.6 11.21 350.8 11.63
5 116.9 11.2 234.1 10.93 350.7 11.12
6 116.9 11.26 234.1 10.94 350.7 11.2
7 116.6 11.48 2339 11.45 350.5 11.45
8 116.6 11.27 2339 11.37 350.5 11.37
9 116.6 11.13 233.8 11.01 351.5 11.05
10 116.6 11.2 233.8 11.09 351.5 11.21
Mean 11.23 Mean 11.18 Mean 11.30

SD 0.103 SD 0.194 SD 0.200

N3AI9E0U precision Negluguuad robustness As MsnsIvdeuALlndiAgaiusEnItoyad
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ATV TUANIKALUTUET % RSD 9nToyaianunrain1svaass lngn1sildsu gaumgil Oven 210

[

240 psAnsawea 1y 250 asrwaldua laansail

Mean = 11.236, SD = 0.166,

nsUsziiumn precision lagly HORRAT;

%RSD (experimental)

HORRAT

(SDx100) = 1.475

Mean

% RSD experimental



AU Predicted Horwitz RSD A3gns

Predicted Horwitz RSD

HORRAT

LNEUTINNSEBUSUAN Precision 989 AOAC 835U < 2 kag EU, Codex gausun < 2

Predicted Horwitz RSD

= 0.66 x 2(1’0'5 g O Lﬁa C (Concentration ration) 1o@1 = 0.112

=1.834

INMIMAaesn precision Moglluguues robustness AN HORRAT = 0.80
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5.2 WANIIMIVEBU ruggedness AMNN1TVIAARIMEISNISIUABUIATRONATIZYAN capillary

column HP-5 U DB-5ms (1.D 917 0.32 mm T4 0.25 mm) sauandlumssd 8

a s & oA .«.:4' Y v
A5 8 LUBSLHUANATIINU N 3 ANULINYUINNNITATIVEDU ruggedness

n AT 0.5 mg/ml AITNTU 1.0 mg/ml AILTNTU 1.5 mg/ml
it (mg) %iinsrany | vwdn (mg) Yo (mg) | %iinsrany dwidn (mg)

1 117 11.7 234.1 11.69 351.8 11.59
2 117 11.8 234.1 11.74 351.8 11.9
3 116 11.47 233.6 11.97 350.8 11.62
a 116 11.57 233.6 11.78 350.8 11.72
5 116.9 11.78 234.1 11.84 350.7 11.59
6 116.9 11.74 234.1 11.77 350.7 11.59
7 116.6 11.93 2339 11.60 350.5 11.53
8 116.6 11.76 2339 11.64 350.5 11.70
9 116.6 11.86 233.8 11.79 351.5 11.62
10 116.6 11.93 233.8 11.76 3515 11.82
Mean 11.75 Mean 11.76 Mean 11.67

SD 0.147 SD 0.104 SD 0.117
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N139333d8Y precision Nogluguvas ruggedness fia N13ATIRERUANNINAALIRUTENINIUBY AT

ATV TANKALUIUTDY % RSD nTayaniaviarain1imaasdlagnsiudsunieslodingenain

MITNT 9 $98AZNITNTIINU (% Recovery) 109 cypermethrin

capillary column HP-5 {1 DB-5ms Ienetad

Mean = 11.727, SD = 0.122, %RSD (experimental) = (SDx100) = 1.044
Mean

A15USELIUAN precision Tnely HORRAT; HORRAT

% RSD experimental

Predicted Horwitz RSD

A8 Predicted Horwitz RSD msgns

Predicted Horwitz RSD = 0.66 x 20°'°29 \lg C (Concentration ration) e = 0.117
_ 066 x 1050201 _ g aos
HORRAT = 1044 =0.57
1.823

INNITNAFBINT precision ﬁagﬂugﬂ%q ruggedness AR HORRAT = 0.57

LNEUTIN15EBUSUAN Precision 989 AOAC 835U < 2 wag EU, Codex gausun < 2

6. HANIATIVADUANIUYNFABY (accuracy) MIUsEIIUA accuracy M0 % recovery tagn1si
U a qf . A & 1 . . . 1 a o 1
AUSUA1508Na NS cypermethrin MTuA origin Wag spike 1NMALRRELATAILIUAT % recovery
Ingerdpsagluinael AOAC aglurie 98-102% (FmTuansiiiusinaannniivizeminiu 10%) dauandly

M1519% 9
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Al content (..mg/25ml)
conc.added (15.92 mg/25ml) conc.added (23.88 mg/25ml) conc.added (39.75 mg/25ml)

n Origin Spike Added | Origin Spike Added Origin Spike Added
1 9.50 25.75 15.92 9.75 32.00 23.88 10.00 48.75 39.75
2 9.50 26.00 15.92 9.75 32.25 23.88 9.50 48.25 39.75
3 9.75 25.75 15.92 9.50 34.25 23.88 9.50 48.25 39.75
a 9.50 25.75 15.92 9.50 34.50 23.88 9.50 48.00 39.75
5 9.50 24.75 15.92 9.50 33.75 23.88 9.50 48.00 39.75
6 9.50 25.00 15.92 9.75 34.25 23.88 9.50 49.50 39.75
7 9.50 2550 15.92 9.75 34.25 23.88 9.25 48.50 39.75
8 9.50 2575 15.92 9.50 32.75 23.88 9.50 48.00 39.75
9 9.75 25.25 15.92 9.75 32.75 23.88 9.75 49.00 39.75
10 9.50 25.00 15.92 9.50 33.25 23.88 9.50 49.50 39.75

Mean 9.55 25.45 15.92 9.625 33.4 23.88 9.55 48.575 39.75

SD 0.11 0.42 0.13 0.92 0.20 0.59

%RSD 1.10 1.66 1.37 2.76 2.06 1.21

Y%recovery 99.87 99.56 98.18

9. azunan1Inaasasdaiauauy

MIRLIENTIeTIeR  cypermethrin ldvadeumanmsiivinzauvenaios GC —FID Tu
Vol UAN5Inginyn1sinuns @3 31NN1INAaINUTIY Chromatogram ¥8d cypermethrin il
fued  peak SUMU  L@ANIll specification/  selectivity fin  wansnsadeuAuludunse
(range/linearity) I fn  Correlation coefficient () unasiEeusul r > 0.995 NSATINABUAIY
wslue (precision) TnensrsaunITNIu (repeatability) LAZASTE (reproducibility) la@1 HORRAT
NNEINISEENSUA Precision ( AOAC 8815U < 2 way EU, Codex sausud < 2) dwsun1snsiadey
aunluglaeds robustness/ruggedness HAMTIAAOU robustness MNNSUSUANIZYRRASEY 1Y
Lﬂﬁﬂuqmmﬁ oven 900 240 °c 18U 250 °c uATNIIMIINEOU ruggedness FEIEnsABLATRTe
AAseiann capillary column HP-5 1w DB-5ms (1.D 210 0.32 mm 0u 0.25 mm) 1siA1 HORRAT
FUINTINNSEaUSUAN Precision (AOAC BausU < 2 uag EU, Codex gausudl < 2) N1IMTIFU
ANUYNEBY (accuracy) tuMsUsEiiuA1 accuracy 30 % recovery LAe% recovery HIUNMIIYDY

AOAC foogfluting 98-102% (dmiuansidumasnnnimiewindiu 10%)
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10. n1suwauIdelUIgUsL el

v ao

o aa Y @ aa % a wa [ N a o
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13. ANANUIN

Table 1: 1neuIN1588USU recovery

% Active/impurity content A acceptable mean recovery
>10 98 -102%
>1 90 -110%
0.1-1 80 - 120%
<0.1 75 - 125%

AOQAC Peer- Verified methods Program (1993)

Table 2: Expected precision (repeatability) as a function of analyte

concentration

Analyte, % Analyte ratio Unit RSD, %
100 1 100% 1.3
10 107 10% 1.9
1 107 1% 2.7
0.01 107 0.1% 3.7
0.001 10 100 ppm (mg/ke) 53

AOAC Peer-Verified Methods Program (1998)

Table 3: Predicted relative standard deviation of reproducibility (PRSDg)



Concentration (C) Mass fraction (C) PRSDg, %
100% 1.0 2
1% 0.01 4
0.01% 0.0001 8
1 ppm 0.000001 16

Definitions and Calculations of HorRat Values from Intralaboratory Data,
HorRat for SLV.doc, 2004-01-18

Reproducibility relative standard deviation calculated from the Horwitz formula

19
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