uni 3

AT HIUNITVINABY

[

3.1 Janaunsal

3.1.1 A9819

n1sguiuiegnniudlunainan 3 wis uaziaassnaum 2 uwidly
funsnnaier wazdunelnguiids Yarinuviansany swdwu 5 wiv Tnsuvadunisgu

o @ A a a a Yo o A w v
megrainannianuiunlunisuilan 8 wila laun newa1ud dnezt Anninv Tulmsenn
IS = Y a (Y ! [ Y 1 1o 1 2/
UUBINA NINEA UAINIT waaIRNeTI FllAay 3 drog1esauilu 120 Feg1e dudiegiamald
an 4 wila vinaz 3 e loun uealy du a5 wazwouila sudu 60 Mg wazdy

o 1 Y a a a Y 1 A a 4 [ v 1
GDE]EJ’NN?’ILL‘UiE‘LJE]ﬂ 2 YUA VUNAT 3 29819 ABNINLIN LazBuLAY F3ULUU 30 #29819

3.1.2 d15iadl wazaunsal

[
av

aspduaziadouffldlumAdeiiduriaeefinsneniuansazaty
1n3g1u Mduwdia HPLC 1nsn Usenoudie ansazanelenisy (hexane) ansavangozdlo
(acetone) @sazaulamasls dwu (dichloromethane) latfsy aaslss (Sodium Chloride)
a1azanenNansden (ethyl acetate) anslaiondamniiusiaainiy nsenlesiin (formic
acid) a13aza1ewunIuea (methanol) asedlnlulasd (acetronitrile) YnnaaRUEIZMNAL-
a15nwnnAg (Pesticide Test Kit, GT)

asazaeunsgIuYes arslesiuuazidndngiiy (vlla HPLC grade)
Usznaume

- 9909188 (Oxamyl)

- windia (Methomyl)

- 9afA1U (Aldicarb)

- asluilusu (Carbofuran)

- A15u73a (Carbaryl)

- Tlelglumsu (soprocarb)

- L‘V\lIulJUm%iJ (Fenobucarb)
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- wiEleAsu (Methyiocarb)

- 9zhAm§U daenlua (Adicarb Sulfoxide)
- agAnsU Falnu (Adicarb Sulfone)

- a3luylusu (Carbofuran-3-OH)

- luwumu (Bifenthrin)

- WesiNsU (Permethrin)

- lwglan3u (Cyhalothrin)

- aANENIU (Deltamethrin)

- leuwwesiividu (Cypermetrin)

- wweewen (Fenvalerate) Lay

- lavigvu (Cyfluthrin)

3.1.3 N1SATENAITALAIYUINTFIU
W3ENATALA8NINIFIY (Stock solution) wsiaztinAULULTY 250-500
lulpsniusediaddnsluez@lou InaiiuliNenmgd -4°C dw3u Working standard solution
wissalaeTUie stock solution 1 mL adluwanyusuUsuInsawn 50 mL Usuusunnsme
= = 1 a 1 v ¥ 4 k4 a
9ETLAU LAZIWIEUATAZANUUINIT UL A TUTIANTUTUYIADINTT TnesfaunTal

TysinnessneunIsInsen

3.2 NISHHIPUA2DENS
ANSLHSUUAIDENUNDIATILINIULATDI HPLC harGC-ECD UA108ainhasNa balwe
a ) v A & Y GO &g o Y% a . | °
azvllauvulnduruanasmeiia silmduilofeiiunigniss homogenizer nauyiin1g
anmnuSmaludl
3.2.1 YunBUNIANAE1INEN Carbamate

'
Y

Y990879 25 + 0.05 N3U  WALAN acetone 50 mL dichloromethane

40 mL waz sodium chloride Uszunar 10 nsu udadadeg1alaeld  homogenizer 7

(%
a

AILET 11,000 soU/wi w2 wiit uddsiidlidnazauansazangla Suansavarvdiula

1d asluvinwSeusiegns Miy sodium sulfate LIUszana 15 N5y Unevandaegd sana

MUz 1 ud Insweguuunniaund) Wuasinsn  nsesansazatsiiu sodium sulfate
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Uszaneu 20 n3u lagld cylinder aua 50 mL %58 100 mL $895U TAlaUSuI®S 50 mL
ansazanedildasly round bottom flask wwim 100 mL w&ihluasu3umsenias
rotary evaporator ﬁé]'jaaqmmﬁﬁuaq water bathl3lsilAu 42 °C aufsuwis R]Wﬂﬁ?uamﬁ’mﬁ
smeauieuwiiadiy Volumetric flask v 5 ml Aeu antuazane residues lngld
dropper §ulwmiign ethyl acetate ﬂ%ﬂasﬁ%"] Tdaslu round bottom flask waald dropper
Suusnandnadudneves round bottom flask #ulu suazenn antudeansazaneiilaas
14 Volumetric flask au1m 5 mL iy waausudsunnslale 5 mL fae ethyl acetate ( Umel
Volumetric flask ) WlU mix AU wlsansazatean 2 mL dhldidiuiiesme N-
evaporator UWHS  wawANEIsavaly  0.01% Formic acid in 1% Methanol in

Dichloromethane 3 mL udlu mix TAddu 9antutiild Clean up

Fumaun1s Clean up A28819878 SPE-NH2

1. Pre - wash SPE-NH2 #9® Dichloromethane 5 mlL Usegansazaneiis

2. 1% 0.01 % Formic acid in 1% Methanol : Dichloromethane 5 mL Uasy
ansazangiia

3. geansazanenaeuwsn laadlu SPE-NH, ivaisazatsldatlu Tube awn 50
mL

4. @1 0.01 % Formic acid in 1% Methanol : Dichloromethane 4 mL ldas
Tu Tube udathly mix andugaasazansiilaldadiu SPE - NH,

5. ddunsgnude 4 80 1 ads wezdiy Dichloromethane 4 mL 8nAs ud
Fugnsavangldiomun  diansazaneiildluanUsinnsiie evaporator  auus ududy
d@15agany 0.01% Formic acid in Methanol : DI (1:1) 2 mL mﬂﬁ?uﬁﬂﬂ Sonicate 1 w1

wanaearsazateNleaslu vial vua 2 mL wanvrluneasusiy w39 HPLC salu

3.2.2 YumdUNSEAAA1INgN Organochlorine wag Pyrethroid

'
Y

Y0819 25 + 0.05 N3U asluIANTENAIDEI9IUIA 250 mL LHu acetone

50 mL dichloromethane 40 mL wag sodium chloride Useanae 10 NS4 Wa@nnfl989

[
Y

ol homogenizer 7 AIIL57 11,000 s0U/117 U 2 wit wdssiidlidnagauansazane

Ta Suansazarediulald asluvinmsousiogauuin 250 mL 7dU sodium sulfate 13
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Usznas 15 n3u Uardwandnetng denalidsvana 1 widl Tnewduuuuniaug Wunds
AT ntunsesEnsazaterIY sodium sulfate Usvana 20 Sy Fsusseglunseuiiil
d1asesiuey aeld cylinder aum 50 mL %38 100 mL 5095U MilaU3u1ns 50 mL w
ansazanedildadlu round bottom flask awA 100 mL W& rinse cylinder ¢g acetone
Useanas 10 mL wdansanadld round bottom flask wwn 100 mL Tuidin thansiilély
anU3unsieiATes rotary evaporator ﬁ&u’aqmmﬂﬁmaq water bathlilsiiiu 42 °C auifieu
wha udagaduissmesuieuuiaasly  Volumetric flask wu1a 5 ml dou antuazans
residues neld dropper dulviign ethyl acetate ﬂ%’jaazﬁam Teaslu round bottom flask
w9 dropper Suusnandnsdnudneves round bottom flask dily auazenn ntuge
ansazanedildadld Volumetric flask 2u1m 5 mL win wdauSuuSunssloild 5 mL de ethyl
acetate (Tneh Volumetric flask ) 1hlU mix gy arnduutansazanesn 2 mL sy

WILIIPIE evaporator IUWNAY WAILANAITaZa1Y Hexane : Dichloromethane (4:1) 8 mL

wd il mix Tddu annduiiild Clean up

%l'umaums Clean up 7720819028 SPE- Silica
1. Pre - wash SPE-Silica #18 Hexane 5 mL Ua’aamﬁasmaﬁq
2. gaansazangande 9 ldaslu SPE- Silica iiuansavaneldasly Round Bottom
flask vum 50 ML
3.4 Hexane : Dichloromethane (1:1) 5 mL ldaslu Tube u&rly mix anndu
anansavanedildlaadlu SPE —Silica wiufvasazanevivan thansazaneildluanyiias
§e Rotary evaporator UL Wiy Hexane 1 mL seansazaneiiléadly vial vunm 2

mL warthlunaaausiey 1w3e9 GC —ECD

3.3 ip3aedodnTen
3.3.1 1A309ii0MA1ZW Carbamate
401221309 LC-MS
Column: Reverse phase C18

Flow rate: 0.23 mL/minute
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Injection volume: 5 UL

Column temperature: 40 °C

Mobile phase: A = 0.01 % Formic acid in water,

B = 0.01 % Formic acid in methanol

Run time: 20 min

Post time: 5 min

Ms condition

lonization mode : APS-ES (Atomospheric Pressure lonization-
Electrospay)

Polarity : Positive

Spay Chamber

Drying gas temperature : 315 °C

Drying gas : 12.5 L/min

Capillary voltage : 4000V

Mass Analyzer

Sim  Parameters : Signal 1 ( Target lon for Quantitative Analysis)

3.3.2 1A309ilNAZn Organochlorine &g Pyrethroind
\A304 Gas Chromatograph ¥iia ECD Detector
Column: HP - 5 8% Agilent 0.32 mm x 250pm x 30 m
Carrier gas:  Helium ¥a High purity (HP)  Flow rate 1.4 mL/min
Carrier gas mode: ( constant pressure )
Make- up gas: Nitrogen iia High purity (HP)  Flow rate 60 mL/min
Injection mode: Splitless
Injection temperature: 210 °C
Purge flow : 60 mL/min Purge time : 0.75 min
Detector type: electron capture Detector (ECD)

Detector temperature: 300 °C
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Injection Volume: 2 pL
Oven temperature:  Initial column temperature: 85 °C
Rate at 15 °C / min to 230 °C hold for 1 min

Rate at 5 °C/ min to 250 °C hold for 30 min

3.3.3 MsAUIUNIYIN
v v = ° = a )
AN TUYRIATTRTIINUAILIMNAlRsUTE UL TURUnSIMLnsg L 1ng
ATINIINAUNITAUATI Y = aX + b (NARWIN )
W X 9 ANUNTUYRIEN TN

1%

9 WulengMlvasasuInggIu

o))

Y
a fAs ANTU

b Ag IdALNY

3.4 NSATIVETIUAYIONT5E194Y
nyvadeugsuuanAsludn walian waskdndusiuusguandnuasnalil Meyn

VAU UA-ETHEANATY GT (Pesticide Test Kit) Inganunsansivaeueziuuaslungy

1Al o

s a A a & ! a = Y]
g1susgnaunadnn A1SUILUe LAZATTNEDUS WLUUﬂQﬂJﬂa@aLU UANUARNIFAVDINTITNTIVNIN

9

Wiy 0.05 meke dmsuitnisesiaiegsegnsieuariesimiil Tdvdnaisnsaam
@15Wued5 Acetyl cholinesterase Inhibition Technique lagvgufiinansiylunay

ansusznaunealn uay/miensunumilnuautRvuludunsdugainmsinuvesadulsdly

[
a

sumela  Wesumelasuansivlunguwantl  asvilulianunsavhoulasudnd - Jah

¥ o
S aa

[ le’ Y @ ad ‘:QIJ Y] = [ a | v I
nanm sl duisnsnsisaeuilewuiiefnnsesasiivly 2 nquansindnsldunn ue
NNTUsTEINITNIIRTIERUNUIN sdliimuaniziangas (specificity) Aulamigansiu 2

| .«.:941 1 gj [y} a [y} a A 1 [~ a LY =
nauilviny Gsenunsafianalunauinduansivoy wu anuduivlusvesiivayulnsus
¥ AN WAALNALAIDINALLSEAUN  USRaTRETANAINNISERsaa18lag NN

555088 (Bio degradation products) w3aiineuduiiwainniseasugndsvesansivusuu

1%
[y A

mfulileidevesivy ihliinradren1sAuAsesUslnafiannsanTaiiodnnsesansivaula
8nehe AetuAsnstifslianuunnaeandSmsmaiesujuinisiesadusiieans s

UsziliuiaenseviselivasndsasgainmaUieuiisummnunveseiinansndiiuyie
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2115 FINTN1TANAIURIANs NN La U9 Re?  waUSUIaN1SenATelaiAuAn

[
o [

[J a = Y ! v a dy
mwumium%ummsmm TitenUaendiy JTunpUNITAEOURAIT

(1). fhegrein-naliiun/fuazidon 5 n3u

(2). ifistien Solvent-1 1w 5 7@

(3). wgUsrann 1wt wdadeisld 10 - 15 wil

(@). gathenadnsegng mnduneudl 3 aduvasaut S1uau 1 3 / 4 day

(5). fistien Solvent-2 $1uu 1 3/ 4 dau adllumasaufiauieaty

(6). agnuitheuendu 2 $u nduihlssmeluiien Solvent-1 flagdudramun

U Tnshenfimdeanntuneunisseive alddu “Sample extract” Nagldlunisnsianely

TUABUNITATIVEDU : VUNBUTILABWIUSNUIBUAIUANGUNNNN 32-36 °C

NAeAAnFY BRI NAARAIBE

Solvent-2 Solvent-2 Sample extract

1du 1du 1 du
GT-1 2 @ 2 @ 2 du19ld 5 - 10 uil
GT-2 + GT-2.1 1.5 & 1dm 1 g 39l3 8/30/60 W

WSesnunaiiszylivunain)

GT-3 + GT-3.1 4 dau 4 dau 4 @ e
GT-4 2 @7 2 @ 2 @1 e
GT-5 2 @ 2 d 2 @1

naee) : 1@ = 0.25 1, 1.5 d = 0.375 3@
JUADUNITBIUNA

ANULTIUTUYDIF LUTIADANAAD NANISAIIVEDY

NADAMBENN < NRBAAIUAL ATIRkINUANTRYANA

VRBAAIUAN < NABAFIBENN < NaBARREL wuasieanAslusziuUaonde

789AA20819 > NaDARRAU puansiunnasluszaulivasnie

433
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JUABUNTRNAETNY

1. fhegasn-naldus/Muaziden 5 NSy + 2. W@ue Solvent-1 97U 5 &%

l

3. ez 1 Wi wasanald 10 - 15 wil

!

4. gmhenanaieg1e nnduneudn 3 5. Wx1Ne7 Solvent-2 91U 1 @3/ 4 @3y

+

AdbuvaRALM U 1 BF / 4 d adlUTunasnuifeanu

l

6. aznuinheweniu 2 4w anduihlszmeluiie Solvent-1 fiegduarsualy tnetheimde

ndumounsseive agldilu “Sample extract” fagldlunisasianely

l

TUNDUNMINTIAABU : Tumaulaziadinlug1nhgunIuANgMNNN 32-36 °

Y

naAfnEU VIABAAIUAN | ADARIDENS
Solvent-2 Solvent-2 | Sample extract
1 du 1 du 1 du
GT-1 2 d 2 dw 2dw 23 5 - 10 wif
GT-2 + GT-2.1 1.5 d 1dw 1 du 1sld 8/30/60 uit

(WRemunafiszylivuaain)

GT-3 + GT-3.1 4 @ 4 @ 4 @ e
GT-4 2 @ 2 @1 2 @3 e
GT-5 2 @y 2 &y 2 &

Waewe 1@ = 0.25 &%, 1.5 du = 0.375 §9

NNIRTUNS

JUN 3.1 WU nLanIURaUNITNAAR UEN8UIAS-anTRYANAY GT



