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wosftiRnsdiniteuasiamnnisinunsiuei 2 liinmseaeumnildldvedisinged
a3fiunnANNgY pyrethroids 9113 6 wiinanslaun lambda cyhalothrin, permethrin, cyfluthrin,
cypermethrin, fenvalerate, 4ag deltamethrin Tungaiag lnavieauuanislavinnsfnuinuanvus
6 UJade laun range (@9ld9nm), linearity (Aaduldunss), accuracy (A1), precision (A
Lﬁm), limit of detection (LOD), wag limit of qualitation (LOQ) I1ANANITNAFBYU range hay
linearity 1¢f @1 roglutaa 0.995-0.999 Fssiuinasinseeusu fe r > 0.995 KaraINN1TATIADY
accuracy ﬁﬂﬂﬂlﬁﬁwﬁu 3 5¥AU Ao 0.02, 0.30, Lag 2.0 mg/kg AR mean% recovery @iﬂjiwiﬂ’m
70-91%, 91-109%, way 84-97% a1udsu Wulumanasiniseanduiismualiian  mean%
recovery 70-120 % ﬁﬂmm%wﬂ’u 0.02 mg/kg ey mean% recovery 70-110 % ﬁmwmsﬁwﬁu
0.30, uagz 2.0 me/kg TUAIUVDINITNTIVEOU precision 7 3 sysupuudy Ao 0.02, 0.10 way
1.0 mg/kg 19A1 HORRAT aglugiasening 0.62-0.99, 1.15-1.70, uag 1.51-1.92 MUy Faru

o |

\nesinIsEeNdU e dAn Horwitz’s ratio < 2 wenaniisesiuanuidudu LOD vesasiivandnaus
azvila ogluya 0.002-0.009 mg/kg Falvien signal to noise Julumuinaudiniseeudu fie a1
signal to noise > 2 wag léiAn LOQ fiszsuanududu 0.02 me/ke Fudussiuarudududiil
accuracy wag precision 9MnWan1snTIvdeuANlglavesIs AT EikandliiuiIFIns 1wl
gndesuazusiudt dmnuundede uazamsaliduisinseiarsfivandemianisinuns ngu

pyrethroids vesesUfURn5AInTIzRasivanA1 drtinddeuazimuinisinunsiund 2 wagldidu
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1. \n3asiiauazaunsal

1.1 1n3adile
1.1.1 indosufalasunlasnsmdve Agilent Ju 6890 N Usznousie vnsaaiavia Electron
Capture Detector (LECD) w309ansognadalui® n3esUsvanana Data Processing Unit
1.1.2 1edosdmaion 4 dumis
1.1.3 ieFosdmaion 2 dumis
1.1.4 \n3esseivsluuvay (Rotary Evaporator) , 819uinAauangmmadl 40 + 5 °C wiow
SYUUAIUANEANAI (cooling system)
1.1.5 §au (Oven) 30 -220 °C
1.1.6 fududs (Freezer) -25+ 5 °C
1.1.7 §utuda (Freezer) -15 +5 °C
1.1.8 m:l,ﬁu (Deep Freezer) 5+ 2 °C
1.1.9 e (Furnace) gaungilgegn 1,200 °C
1.2 gunsal

1.2.1 wesilugesruindaegne (Robot Coupe $u R201 ultra E)



1.2.2 ﬁ?ﬁuazlﬁm homogenizer range 8,000-24,000 rpm.

1.2.3 o leun stock bottle dv1 w¥ourdn, lab bottle wiaurwnden, erlenmeyer
flask w3oue, glass cylinder, glass funnel, flat bottom flask , glass syringe, beaker, volumetric
flask, volumetric pipette, pasture pipette, auto sampler vial

1.2.4 autopipette

1.2.5 gneny

1.2.6 @

1.3 a'ﬁmﬁuazaﬁu'mig'm
ansinil
- acetone (analytical grade, AR), dichloromethane (analytical grade, AR), ethyl
acetate (pesticide grade, PR ), sodium sulfate anhydrous, granular 12-60 Mesh, sodium
chloride (Analytical grade), hexane (pesticide grade, PR ), dichloromethane (pesticide grade,
PR) wae silica gel
d13U1AI9U
- ﬁ’]immg’mﬂdu Pyrethroid 317U 6 ¥fia lawn lambda cyhalothrin, permethrin,
cyfluthrin, cypermethrin, fenvalerate e deltamethrin
1.4 vaf9819

112319

2. 35013

2.1 A9 Gauladisnndou ved Steinwandter H. 1985.)
2.1.1 NSLAIBNAIDEN
2.1.1.1 théhegnasindu 4 dw du 2 dawasetn Fudududng ldluedesiudes
(Robot Coupe) Juuu 1-2 unf audiegsaziden 9nuds feehe 25 + 0.1 n¥u TneiaTosds
natlgy 2 s wald lab bottle 250 ml Uarh Antheszusiegns
2.1.1.2 afiun19iAseniiega
2.1.2 Fanaans
2.1.2.1 Wdegefita 25 + 0.1 n3u Wi acetone (AR Grade) 50 ml Tngld cylinder
waruse homogenizer sz AnuSaUsTann 9,500 rpm U 1 Ui
2.1.2.2 1@y sodium chloride Uszana 10 nsu wag dichloromethane 40 ml lay
14 cylinder wddhudnadiuu 1 wift Ynehwiudiitetestumssemevesanssunid Hildnnnzneu
2.1.2.3 Sudaulald Erlenmeyer flask Fiiiu sodium sulfate anhydrous Usganu

30 13U Ypeviud wewdieliuseuna 10 wi wazwgnduasins



2.1.2.4 584814 sodium sulfate anhydrous Uu glass funnel T9la 50 ml Tu
cylinder waaaneas flat bottom flask msvlaediietlostunisssme
2.1.2.5 &9 cylinder #8 acetone (AR Grade) Uszanas 5 ml 2 A% 9ndugneadly
flat bottom flask lude 2.1.2.4 udnhlanuSuaseiewnses rotary evaporator ﬁqquﬁiu water
bath 40 + 5 °C, AnuauUseunas 240 bar UNBUWIAS
2.1.2.6 AR89 nen ethyl acetate (PR Grade) ﬁagﬂu burette a4lu flat bottom
flask 99090 2.1.2.5 AdazUszanas 1 mlwelHidiu wasld pasture pipette GRERELREIGI
volumetric flask 911 5 ml ¥mmunsiuau 4 ass
2.1.2.7 UsuUSunnshile 5 ml Ineld ethyl acetate (PR Grade) Umeliagnlidniy
2.1.2.8 wasazanglute 2.1.2.7 aslu flat bottom flask Tulna wagans Tu volumetric
flask 1Ay e ethyl acetate (PR Grade) §1uau 2 Adsqazdszanas 3 ml msanlu flat bottom flask Tu
Tl st lanusuinsdieiies rotary evaporator ﬁqmmmu water bath 40 + 5 °C, A31UAU
Uszune 240 bar AULABULIA
2.1.2.9 1l clean up
- load : 1. 814 flat bottom flask Tude 2.1.2.8 A28 2 ml W89 hexane (PR) :
dichloromethane (PR) 8n51dau 4:1 waawmld column wiauldau (Tu column uia gavatesiedd +
sodium sulfate 1 g + silica gel 1 g + sodium sulfate 1 ¢ W&2LM hexane (PR) W11 column aon’ty
nifuldos hexane Tifsseduganinfiares sodium sulfate SuuuUszam 1 cm) Mntusessudie flat
bottom flask 173
2. 419 flat bottom flask LAy @78 5 ml ¥839 hexane (PR) :
dichloromethane (PR) 8m51@7u 4:1 W U column 1Ry 5835UAY flat bottom flask LAw %HWGUHWS
load Foawiansniu colurnn agssiawilos sl column s
- elute : @149 flat bottom flask LAy A28 5 mlves hexane (PR) :
dichloromethane (PR) §as1dau 1:1 sasiusne i Ividsiuau 2 ads
2.1.2.10 11 flat bottorn flask 911115 clean up lude 2.1.2.9 lUanusu1nssisiases
rotary evaporator gaumgiilu water bath 40 + 5 °C, AnMFuUSEA0 240 bar JULFBULAS
2.1.2.11 &3 flat bottom flask #28 2 ml ¥e4 hexane (PR) ansunysld auto sampler
vial flemansiwnndng ﬂ&jm Pyrethroid
2.1.3 M3ASeNAIae Gas Chromatograph (GC)
\A309 GC %o Agilent $u 6890 N : ID. No. GC-2

1.1 Inject volume 1 pl

1.2 Inlet - Mode: Splitless



- Initial temperature: 220 °C
1.3 Column - Column DB-5MS #3817 uLn (length 30 m, diameter 0.25
mm,
film thickness 0.25 um)

1.4 Carrier gas - Helium flow rate 2.5 ml/min

1.5 Detector - Electric capture Detector (UECD)
- Temperature condition: Detector 300 °C
- Make up gas flow rate 60 ml/min (Type :Nitrogen)
1.6 Oven program temperature - Initial temp : 80 °C  hold 0.3 min
- Rate 35 °C /min to 170 °C hold 0.3 min
- Rate 10 °C /min to 195 °C hold 0 min
- Rate 0.6 °C /min to 206 °C hold 1.5 min
- Rate 35 °C /min to 245 °C hold 1.0 min

- Rate 3 °C /min to 250 °C hold 19.72 min

2.2 n1595239aauUA1u 1 lava9351159LAT1ZREITNEANAT

2.2.1 N1305936dU range Way linearity
2.2.1.1nndoy reagent blank wag fortified sample blank ﬂiaUﬂqmiN
anudadunely Range vesmsmadeu sgnaten 6 Avndudy rrududuas 3 91
2.2.1.2 plot graph 32#3113AMUNTUVDY fortified sample blank (LN )
U peak area (Wny v) wazRarsannnududunsdasnsiunamedulssans anduius () Tne
A1 r > 0.995
2.2.2 N199159968YU accuracy
2.2.2.1 nadaU reagent blank, sample blank ag fortified sample blank fisziu
anududunigly range ogatios 3 sziuauduiy (AsEUARUAIITLTUATERUgY na1a A)
atatiesmududuay 6 91 @annynsvegeuiivaiv)
2.2.2.2 TuiinNanIsnaaay
2.2.2.3 maadvesuanagauiitnaTiu reagent blank 80n37n sample blank (x,)

uwag fortified sample blank (x,) ka2



2.2.2.4 Usgldlu accuracy 31nA1 recovery Tnglaaunns
Mean % recovery = [(x, - x;) x 100] / C
Taedl C = YTnaasnsgiuiiiuaduiiosig
2.2.2.5 aldA mean % recovery Tuinlu3sulfisuinaminissausuves codex
Fawanslunsned 1

A157197 1 N158aUSUMIUVRIE1TNNAN9INENTLLAILAZENER T U1 VB9 Codex

Concentration Range of mean % recovery
< 1 pg/ke 50-120
> 1 pg/kg < 0.01 mg/kg 60-120
> 0.01 mg/kg < 0.1 mg/kg 70 -120
> 0.1 mg/kg < 1 mg/kg 70 - 110
> 1 mg/kg 70 - 110

2.2.3 N19099961Y precision
2.2.3.1 nadau reagent blank, sample blank wa¢ fortified sample blank fiszdu
Anududungly range ogatios 3 sziuaIILTY (ATOUARUAILTLTUASER UG nana A)
sgatosmududuay 6 91
2.2.3.2 TuiinNan1snaaay
2.2.3.3 fAUIALRAY waz SD YBINANITVAOU WATA1 % RSD Tilda1nnisvnaes
NANATT
% RSD = [SD x 100] / Aiade
2.2.3.4 Usziiu precision laglt Horwitz Equation Wway HORRAT (Horwitz’s ratio)
2.2.3.5 "1 Predicted Horwitz RSD 210&dN13
RSD, = 0.66 x 2(1-0:5050
2.2.4 n1511A1 limit of detection (LOD) uag limit of qualitation (LOQ)
N1571A1 LOD wag LOQ
2.2.4.1 yhnsnedevegatesaududuas 6 6
2.2.4.2 TuiinNanIsNageuy
2.2.4.3 mendrudsauuinasg (SD) vesnnudutuiisruenls
2.2.4.4 %A1 LOD = 2 to 3 SD wagyinn138udu LOD lawdl signal to noise > 2
2.2.4.5 %1187 LOQ = 10 to 20 SD wazyinn158udu LOQ lnun1snaaau
accuracy Wag precision

ANUNHAZIZZLIANAEUNS



1. aoudaniiunig : vesdjUansnguimuinisnsisasuiivuasUadenisndn 0113
SUTBWATTIULAL TLUUATIVEOUAMANEUALNEAT d1UnTTeuasimuInIsinyms
YA 2

2. Sregnaetiuns : fanau 2554 - Aug1eu 2555

NALAZITUNANISNAADS

1. N19052968U range Way linearity

\Woan reagent blank wag fortified sample blank $1U7U 6 SEAUAINTUTU AD 0.01,
0.05, 0.1, 0.3, 1.0 waz 2.0 pg/ml Ingvinnisnageunseauauiduduas 10 91 wudn reglugas

0.995-0.999 &9 NIULNUIINITEDNSU A 1 > 0.995 SN8AZLDYARINITIN 2

P~ | v v o o ca & v . . a v |
A9 2 TRAMUVNVU (Range) LazgAINENNUSILUULEURNTY (Linearity) VOId@1IWHANAIINGM

pyrethroids agwila

Pesticides Concentration Range (pg/ml) r
level

lambda- 6 0.01-2.0 0.999
cyhalothrin

permethrin 6 0.01-2.0 0.997
cyfluthrin 6 0.01-2.0 0.997
cypermethrin 6 0.01-2.0 0.996
fenvalerate 6 0.01-2.0 0.995
deltamethrin 6 0.01-2.0 0.995

2. N197M95998d8YU accuracy

dodn reagent blank, sample blank wag fortified sample blank fisgduarnududunielu
Range 91471 3 SEAUAINULUUTY Av 0.02, 0.30 WAz 2.0 mgke WATANNNANITNAADY LA
mean% recovery 8g3¢1i14 70-91, 91-109 waz 84-97 MUATGIU Ferhunaeiniseoudu Tuiedian
mean % recovery 8gluaa9 70-120 dmiuanadudu 0.02 me/kg uazagluyig 70-110 dwmsu

AULTNTU 0.3 uag 2.0 mg/kg S1wazidunLandlunI19n 3

A15197 3 Mean % recovery U84 lambda-cyhalothrin, permethrin, cyfluthrin, cypermethrin,

fenvalerate Way deltamethrin



mean % recovery
Pesticides 0.02 me/ke 050 20 me/kg
(n=9) mg/kg (n=6)
(n=6)

lambda- 73 102 97
cyhalothrin

permethrin 77 109 75
cyfluthrin 70 96 84
cypermethrin 89 101 92
fenvalerate 74 89 91
deltamethrin 91 91 88

3. N15A3368U precision

dlodn reagent blank, sample blank wag fortified sample blank fszsumnududuniely

range 91U 3 SLAUAUINTY Ao 0.02, 0.10 wag 1.0 me/kg wazann1sAuIlaAT HORRAT

oglug295¥1919 0.62-0.99 , 1.15-1.70 waz 1.51-1.92 mudIfu 9 duinasiniseensy fe JA

Horwitz’s ratio < 2 S198¢L08nRILa@ndlunnsIan 4

M1914 ‘ﬁ 4 Precision % ® 9 lambda-cyhalothrin, permethrin, cyfluthrin, cypermethrin,

fenvalerate, LLlay deltamethrin

Concentration (n=9)
Pesticides 0.02 mg/ke 0.10 mg/ke 1.0 mg/ke
%RSD, HORRAT %RSD, HORRAT %RSD, HORRAT

lambda- 18.9 0.99 19.7 1.32 16.1 1.52
cyhalothrin

permethrin 17.8 0.93 18.2 1.22 18.4 1.74
cyfluthrin 11.7 0.62 19.8 1.33 16.5 1.56
cypermethrin 134 0.70 17.2 1.15 15.9 1.51
fenvalerate 11.9 0.62 253 1.70 17.5 1.65
deltamethrin 14.3 0.75 24.4 1.63 21.1 1.92




5 n15%1A1 limit of detection (LOD) wag limit of qualitation (LOQ)

dlodn reagent blank, sample blank wag fortified sample blank fiszsuanududu LOD

a =t

Yaa1TNANAAarYila Felvidn signal to noise > 2 azlar1 LOD agluyie 0.002-0.009 mg/kg
Aaanslum9199 5 wagdudunn LOQ N5zAuANILUNTY 0.02 mg/ke THaN1SAZBU Accuracy

way Precision wandluda 3 way 4

M131990 5 ¢ LOD way LOQ vesansiiynnAngal pyrethroids wsiagyila

Concentration (mg/kg)
Pesticides

LOD LOQ
lambda- 0.003 0.02
cyhalothrin
permethrin 0.009 0.02
cyfluthrin 0.002 0.02
cypermethrin 0.007 0.02
fenvalerate 0.005 0.02
deltamethrin 0.005 0.02

dyUNan1INAaDY

1nn150523d0UAU T AU99I5N15ILATIERA1 TN EANAI9Y8Y lambda cyhalothrin,
permethrin, cyfluthrin, cypermethrin, fenvalerate, Wag deltamethrin Tungaing nMsUseunanis
M3I9d0UINNITIATIZRUAT86199 1WA Range/Linearity, Accuracy, Precision, LOD, tag LOQ

sal o

Tinanisnaaeuiilulumunasidmualy wandiiiuindsinsgidanugndoawazwiugl 4
Audndede wazansaldiluizimsiziarsivand1am1an1sinens ngu pyrethroids Y3
el URNM A sasiivande dinddeuasimuinsineesiwai 2 wagldduisimseilunis
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