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Toansu, Wsliasu levenisiusesiesuuRnsvesain.2 Fudunszuiunsfiiigaiinisnmsiassdl
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AuwsgannazilUldmuinguszasrndeinisldanunseld Gsnudnvasanizvadisiviinimsivaey
Toun 929n15l997u (Working Range), AMNENWUSITULEURTS (Linearity), Anuldu (Accuracy), A1NuL89
(Precision), 3a310atUA15ASI9NU (Limit of Detection), wasdna1aatuni1sin@ausuiad (Limit of

Quantitation) mallan1seseuiiegsdmiuldnsiaaeuanuldlavedizsmsinsgiansiivanaenguang

vunlunin As liquid liquid extraction (LLE) wag dispersive solid phase extraction (d-SPE) Fauuas



U195 Steinwandter H. U8 QUECHERS fiaumsinsigislwmalialasuiinnilvesvalaussauyes
(High Performance Liquid Chromatograph) Han15finwAm&nyaeLan1zyesistagn1smAIAuLulia)
msthndufuinynansivandanguansuiumianandutdusedusiideglugis 60-120%, Annududu
seiunandlviamsinduAuaneglutag 70-94%, uazflanududussivgaliainisindufuineglugis
70-93% IAIAAVBINITATIANULAT 0.005pg/g ntiumlniiadiAl 0.007ug/s, IATAAVOINITRUTIUTUUH
A1 0.01 pg/e sndiuindiaden 0.02ug/e, Aandieslagld HORRAT Ussiluanlétionndn 2 NNA Uazii

nsldimseasiyanAanguarsuumlunsni 0.01-1.50pg/g asuladuuimienisnsisaeunnuldla

Yol nliasiasiyanAanguArsunlunsnaunsaUssgndldiun1sufiRnuasela
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7. 3smsaiiunig
7.1 gunsaluazin3aade
711 edeq High Performance Liquid Chromatograph (HPLC) fvie Agilent technologies §"u
1100 WUV Quaternary pump Usgnausae FLD detector fisierdnfuiedes Post column derivatizer e

o A 1

Pickering Laboratories-PCX 5200 lddmsuiiaszansmindngiiunauasuium

7.1.2 wdesdmedion 2 fumia Bve Mettler Toledo %ennsldenu 0.5- 1500 nu

7.13 ipdestanaiion 4 s 8% Mettler Toledo ¥aansTdanu 10 Gadnd- 220 n3u

7.1.4 w3psanUSumsiiiazaleuuuanausy (Rotavapor Evaporator) S Buchi mode R-
200 model B-490 rang 20-180 °C w3au cooling system iq'u CTL 911

7.15 n3esanUSumsiiiazalsuuy Nitrogen-Evaporator (N,-Evaporator) fvie
Organomation Associates Inc.

7.1.6 ey (Oven) B Memmert wia/wuu UE600 5 °C — 350 °C

7.1.7 w3esdudiegns (Food chopper) f%a Robot coupe U R201 Ultra

7.1.8 1ASOINANFI0E (Homogenizer) % IKA Model T25 basic 350U 8,000 - 24,000
FRU/AUN

a

7.1.9 m‘%'mmgum‘%mmmL%aiaquﬁﬁmmmqmmu (Centrifuge) B9 Napco millenium-
2028R 3u 2028R

7.1.10 p3esnanansazany (Vortex Mixer) 8% Labnet 3U VX 100

7.1.11 gunsalga-dngansazangdnlud® (Solvent dispenser) wwa 10 mL, 50 mL, 100 mL

7.1.12 Ynge-Peansazangdnlusinvlinuiudsuinsla (Automatic pipette) ¥3an1sldeu 10-
100pL, 200-1000 pL, 1-10 mL

7.1.13 vUsuUsung (Volumetric flask) vu1a 5, 25 mL

7.1.14 auidguvay Hunden (Erlenmeyer flask with screw cap) 3u1m 250 mL

7.1.15 Gninas (Beaker) ¥u1m 50, 100, 500 mL

7.1.16 vanduansiuuu (Flat bottom flask) 11 250 mL

7.1.17 n538uA7 (Glass funnel) vunaLdus1AUdNa1e 12 mm

7.1.18 vanukay (Laboratory bottle) auim 250 mL



7.1.19 viepauATiwaraRnuuuiniUn (Centrifuge Tube) ¥1A 15 mL

7.1.20 Autosampler vial 9u1n 2 mL

7.1.21 Syringe filter; Membrane Nylon, Pore size 0.2 um, Diameter 13 mm
7.2 a19sAd

asunsguazansaiinttlunisneaed wandlunisng 7.1 was 7.2

M99 7.1 S’WEJﬂ’lﬁﬁ’]iiJ’]Glii’ma

Chemicals %Purity
1) Aldicarb 98.7
2) Carbaryl 99.5
3) Carbofuran 98.7
4) Carbofuran-3 OH 97.5
5) Fenobucarb 91.8
6) Isoprocarb 95.5
7)  Methomyl 94.5
8) Methiocarb 99.5
9) Promecarb 98.8

2 all pesticides were supplied from Dr. Ehrenstorfer (Germany)



A1519 7.2 S19n158156A

Chemicals Suppliers
1) Acetone (analytical grade) J.T.Baker (USA)
2) Dichloromethane (analytical grade) J.T.Baker (USA)
3) Acentonitrile (analytical grade) J.T.Baker (USA)
4) Ethylacetate (pesticide grade) J.T.Baker (USA)
5) Methanol (HPLC grade) J.T.Baker (USA)
6) Sodium chloride Merck (Germany)

7) Sodium sulfate anhydrous ¥u1n 12-60 mesh (pesticide grade)  J.T.Baker (Mexico)
8) Primary secondary amine (PSA) sorbent; 40um particle size Vertical
9) Graphitized carbon black (GCB) sorbent; 120/400 mesh size Agilent Technologies

10) O-Phthalaldehyde diluents (chromatographic grade);, CB910 Pickerring Laboratories

11) Hydrolysis Reagent (chromatographic grade); CB130 Pickerring Laboratories

12) Thiofluor (chromatographic grade) Pickering Laboratories

13) O-Phthalaldehyde (chromatographic grade) Pickering Laboratories
7.3 3517

7.3.1 A0A5129
7.3.1.1 MSWSENAIDEN
thegreUszanm 1 nn. sudududng ldlwedesugesduun 1-2 wiit au
fegnayiden
7.3.1.2 5@nnans
7.3.1.2.1 99d0e9 25+ 0.1 ndu Tdluriaualvuin 250 fadansinoindesds
NATYY 2 AU
7.3.1.2.2 Wiuesdlau 50 faddns Jumeirdomwansiogns wiu 1 i Walewey
aaolseuszunm 8 nSunazlaraslsiiny 40 Hadans JusienIowwausiodiauiy 1 undt Iadiialsls

ANMENBU



7.3.1.2.3 mansazarglaauvuaasluinuiiguruyHindeivun 250 daaans
ToeudamnuoulonsaUszana 30 nfu Uaswelundinsadaiald 10 wift nsewulsdoudaminuoy
lansadsguunnensesuifigadidsesiufensruentauiinnsauldufinamsazans 50 Sadans 1ntu
sneldvannauanshunuuaun 250 fadans annssueniaUsunsesdlaundamsuluvinnduansiu
WUy

7.3.1.2.4 tharsararglUanUSunsmeinsesanUsunsivhazaiouuuannnuiy

al

flgnmnilaiiu 40 sseiwadea aufouwisantuihmnnduansiuuuundishoiefioo dvn 5 faddns

7.3.1.2.5 14UWnge-dgansazamednludfgaansazate 2 faddns lavaongud
wanaRnLUUilUavune 15 dadans

7.3.1.2.6 W1 l9ALAeA8 N,- Evaporator taues@lalulasd 2 Tadans Inglatiun
ga-wansavanesmlusiinaliidfusendesuauansazany

7.3.1.2.7 \@u PSA 200 fadnsu, GCB 50 fadnsu, MgSO, 300 fiaansu wanlmdn
fushemsgeiionazindesnauasazany

7.3.1.2.8 dilumdsdliansuondufendomyumissausaseugaviamunu
Qmmﬁﬁmmﬁa 4,000 seu/ut Wunan 5 uiil auldaisazanelauaznsesnu nylon syringe filter 14
vial Uneilunsinusinaasidndnsignauaisuum

7.3.1.3 mIasedasnguasunamieiniesasininnsiiiveanalaussauzgs (HPLC-

'
a0

FLD) 7siotnAiutAsed post column derivatizer

nannIsugIueIdaialasulnnsluenaiuauautinIuaivesalsudasyiin

<

Wy 3197 (polar) Lifien (non polar) mnudunsawua wazerduia 2 wa Aaignialia (stationary phase)

[ %

Aovosudefitlundniung vssgeglunedutifuinanaiadeudl (mobile phase) Aafvinazaneindeudivie
fimasduareenanmeduiiues MladAgresnisienansazendenannis like dissolves like Ao
fhansfisiasnsinsgireuduiu stationary phase 11nn71 mobile phase fgoanynanaesduidininans
flweufiazegiu mobile phase fuaviliinnsuenansusyneuty awnsatadiuiiniuesnunanaedundly
Imﬂiﬁﬁﬁmmmi‘%qL’f’Jumﬁmamﬁ’ﬁmqmamwﬁamqLﬂﬁﬁuaqﬁ'ggﬂazmw%mm mobile phase
Fluorescence Detector tHufmamesfifinmliguazianziilesannaruaunsn
Tunsinvigesisasudilioantnansegisiignnsziu (excited) feouasyd TnsuasgIanunasiiinuas
(light source) H1WLAZBIRENLEY (monochromator) Wisliuasiifinnuenadunudesnisiiudluds flow
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cell Nilansiteg1afioanunanaedul Wedleg19gnnseAulzUdey emission 8BNUINNTIANIULAL
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M98 7.3 wansan1ziasaslasInnns e vaaussauzas (HPLC-FLD)

Parameter

Condition

Injection

Quaternary pump

Column

Fluorescence Detector

Injection volume : 10.00 pl
Column flow : 1.00 mL/min
Stoptime: 35.00 min
Posttime: 3.00 min

Solvent A: 82% (Water)
Solvent B: 18% (Methanol)

Time Solvent B

0.00 18.00
0.50 18.00
29.00 70.00
29.01 100.00
31.00 100.00
31.02 18.00
35.00 18.00

C18 (5 pum, 4.6x150 mm)
Excitation : 330 nm

Emission : 465 nm




7.3.2 nadauanzivanzaazesiiolasunnnsivasvadaussausge (HPLC-FLD)
TnensdaansunasgrunanauImm fsedu f nans ge aranduduay 10 61
7.3.3 n3nsasauauldliveditnisinsziansnennang
7.3.3.1 ¥19303n157A (Working Range) wagAnuiduidunss (Linearity)
Psveamsinidutiwesmnuituturesasiiinnisznineadgauazangagni
Hudunsauazlinammageuiifianuiles mmusiumuinasinsensu avuduidunsaduainuanse
YosinlvnanaseuLiudndrulasnseiunranduduresansiiez
Ing fortified sample blank NAABUAITUINTFTIUAITUNUNTEAUAIIULTUTY AB
0.01, 0.03, 0.05, 0.10, 0.50, 1.00, waz 1.50 pg/g MTTUAE 3 81 YmansIaumIARasLazadns
N3IMUINTFIUTENTNAMTNTUVOIETUINTFINAITUIUN (ppm) AU peak area waziansunATy
dunsdlasnisiuaendussavandisiug () Taedn r feglunasivoniuazdesnnnin 0.995
7.3.3.2 n151AN Limit of Detection (LOD) wag Limit of Quantitation (LOQ)

'
aaa

Limit of Detection (LOD) M118fl4 A1AULUTUAAATNTTNAABUAINITOIATIEN

Limit of Quantitation (LOQ) 118 ArAIuTuTuianiisnaasuaiuign
Anneilalumedns Inefanugndeaasauuiuiiveusuld
LOD uaz LOQ mlalae fortified sample blank maaumimmgmﬂﬁmmwﬁ
sefumndudud 4 sdiesesiednstion 6 91 miAduudeunnsgiu (SD) vesrududuiienls
uEme1 LOD way LOQ faamnsit 1-2 mudsy
LOD = 3SD (1)
LOQ = 10SD 2)
7.3.3.3 N15ATIFOUANNLNU (Accuracy)
ANsLsUTEEANgNFDY Ae ANANINTATRI T A luansiaoesle
sonumsafuvselndiAssfudiuiasanniiga

Tag fortified sample blank naguaTIMsHILAUNLNTASTAUABITLTuAElY
Fa3lda1u fe 0.01, 0.30, waz 1.00 pg/s AUTLTUBETaY 6 S1Ti@n 1z INeda Uiy Uspidy
accuracy 9nf1 mean % recovery (@un157% 3uwaziluiSeufisuiuinaeiaes codex nsseususial
VOIAINNANA NS LNBIaZdRIlUeIMIT (11529 7.3 )

(C, —C,) %100
C3

% Recovery =



g9l C; = anududuninlavesdygruvesdiegranlidlaiinig spike 1u1laain
calibration curve
C, = Anutntuiinlavesdyyruvesiing sinilaain calibration curve

C; = ANUNTuaTIiudueu (Anududun spike Tudiogng)

A5 7.3 N158aUSUTIUY998159NAN9 NI ALAZEARI IS Y89 Codex

Concentrations of analyte 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

7.3.3.4 M3INTIERUALTIET (Intermediate precision)
Hunsmenudiedaerhnmsiesziiegaiotuais as lngdnsiauaz
Fu 198ty TuiesuiRmaieatu ndosdloinsesifeiuasgiinszsinufeitu
Tny fortified sample blank nageuansuIAsgIUATUIANTisEiua LU ely
99lg9u Ao 0.01, 0.30, wag 1.00 yg/c ANUTLTUDEUDY 6 i

Uszdly precision laan1siTsuiisua1iosasvoin s LuuunsgIuduiusnle
INA1INAABY (% RSD oy NUAMANAIUIUINN Horwitz Equation (% RSD ) AeaunIsh 4-6 auaay

LNYINNSEUSUAD A1 HORRAT (Horwitz’s ratio) < 2

% RSD ,, =£x100 (@)
X

% RSD , =0.66 x2C (1-05109C) _ () G x 2C 150 5)
RSD

HORRAT = ——2°b ©)

RSD

r



M1579 7.4 HUNITANLTEUIY

srezaINIsUfURU

.. Uszananaaninldy
HHUNNFAELEY = =
(0/0) 1215} we on auA AN auA V1] wA kL) nA gn ne
55 | 55 | 55 | 56 | 56 |56 |56 | 56 | 56 | 56 | 56 | 56
lasunain 1 . AupdnenansuarlayaiineItes 5% < >
(9.A.55-5.A.55) . AufunsaeuiguAI Do 5% SPT . >
InFouazinseuiandBainguasuam 5% S - >
lasunan 2 . MAEeUAN I NN zaN UM TIATIZA TR YANANNGUATUIIN 5%
. meuwaialasunlnnslveuvatausinuges
(1.A.56-11.0.56)
- MunuLarInveimuanudn vagveisvaaeuliwn linearity, 5%
4...>
working range, LOD, LOQ, accuracy, precision
. umsingideyanudeniviun linearity, working range 5% PR -
lasuna® 3 . umsingideyanudeniiviun LOD, LOQ, accuracy (#i9) 35%
(11.81.56-31.8.56)
lasunan 4 . Aiumsiesgideyanudanivun precision (vi) 10% <>
(n.A.56-n.8.56) . dyUnan1Ivnaes 10% ST N >
. Anviseaulasinis 15% P - >
374 100%




7.4 LauazanIuin
srepia) (SWAU-Augn )0 1 wanAy 2555-30 Aueneu 2556
A0UNYIININAG0 : nauimuINIRTIIFeUNsLazdaden1IHEn

dinmideuaziauinsinunsioni 2 fivadlan

8. Wan1IVAARLLAzIANTAl

Iumimmaaqﬁlﬁﬁwmsﬁnmmmﬁ’ﬂé’maﬁ%ﬁLﬂswzﬁmsﬁwaﬁwﬂdmm%mLam Tawn waaRA1suy, ANS
U138, A15tusay, mslulusu-3-lansenda, Wluyaisy, lelelnsasy, winda, witleansu, Wsliansu Tu
winanlagldinaiinnisanauwuu liquid liquid extraction (LLE) way dispersive solid phase extraction (d-
SPE) ioun1siasignidrsmaialasuilnnsiiveunalaussauggs (High Performance Liquid
Chromatograph) aﬁﬁwmﬂﬁwﬂdum%mmwﬁga 9 éhﬁLﬁaﬂmﬁLWiﬂzLﬁuﬂEjmawsﬁwmﬂﬁwﬁmwmjm
fimuinsasrvaeufivnazdadoniswdn a2 linsiaineilifuiedsitudiniideenaussime
FegnafingIvduseumnasHan (GAP) visvdiauaziegndlunside

8.1 wagavaneimunzaulunsiinsizarsiivanaingunIsumsemaialaslnnsiitveunad
GEERBIEAN

Tnednansunsgiunauasuam fisedu d1 nans g9 mnududuag 10 61 Tasgandiudsauy

UIATFIUFUWUS (% RSD) Y84 retention time (Rt) wag peak area 31NM1319 8.1 WU % RSD v8

retention time dA10¢lu19 0.01-0.56 uaz % RSD U84 peak area dlA@gluze 0.20-15.91

. P e I R
2 o 0 : ¢ £ 3 38 ¢
9 7 .© c = 8 8 a 2% E
E& g ] ) co @
W 5 ‘ 0 2 §E &
85 ) 2 . : . g
| E [i4] d’) [=] . I
8 @ ® (6o} E g g
75 ' i i 2 ; 0
‘ I u | % i ! N
7 | \ l.rj". | \ I [ T\l'w, N
65 -\ 5\ |\ AU I\
. | jO ™\ |~ [ [\ [
1 e IS DN
5.5

5 T T T T T T T T T T T T

5U 8.1 lasunlnunsuvesansunnsgunguasummluiviagangiumiueanaududu 0.3 pg/ml



M1319 8.1 LanA1dIuleuNansgINaNRUS (% RSD) 984 retention time (Rt) uae peak area lun1s

TasgansiyanAenguasuiamagmalialasininnsvesvalaussauyas

% RSD (n=10)
Compounds 0.05 pg/ml 0.3 pg/ml 3.0 pg/ml

Rt Area Rt Area Rt Area
Methomyl 0.56 9.32 0.15 1.59 0.07 0.29
Carbofuran-3-OH 0.39 15.91 0.11 2.24 0.06 0.20
Aldicarb 0.27 4.63 0.11 1.79 0.03 0.22
Carbofuran 0.16 3.20 0.07 2.01 0.02 0.38
Carbaryl 0.19 2.49 0.09 2.18 0.02 0.53
Isoprocarb 0.16 3.43 0.06 2.28 0.01 2.44
Fenobucarb 0.17 4.93 0.06 1.72 0.01 1.54
Methiocarb 0.19 4.44 0.07 3.08 0.62 3.55
Promecarb 0.18 15.66 0.06 4.10 0.02 2.83

8.2 1iAT1¢%9IAIYI9YeINITIN (Working Range) azasuaunss (Linearity)
Ing fortified sample blank MAAOUAITINTFIUAITUMUNTEAUANUTLTY AB 0.01, 0.03, 0.05,
0.10, 0.50, 1.00, 1.50 wa 2.0 pg/e AU UaY 3 81 tnansinumiaadskazaiansmunsgu
581719 TUYBIENTNINTFINATSUIMN (ppm) U peak area uaziarsAludunsilaenis
Funmendulsyansavduiug () lneen r fegluinasiseniuazsdownnnii 0.995 9INNITMAREUNUT
A1 1 9glutag 0.9995-0.9999 wansiarduduresnsingiviinaesuiumianueildauidi

Tu14 0.01-1.50 pg/g %ﬂmamimaammmﬁqgﬂ 8.2 Ly #1914 8.2



Response

Response

Methomyl Carbofuran-3-OH
7.0E+02 3.0E+02
6.0E+02 / 2.5E+02 ad
508402 L o 2.0E402
2
4.0E+02 £ 1seeo2 / y=181.59x+2.1523
3.0E402 _— v =368.94x+ 27.721 g 1.5E+ R2- 09991
’ RZ=0.9992 £
2.0E+02 / = o /
1.0E+02 5.0E+01
0.06+00 @ 0.0E+00
0.000 0.500 1.000 1.500 2.000 0.000 0.500 1.000 1.500 2.000
Concentration {ug/g) Concentration (ug/g)
Aldicarb Carbofuran
4.0E+02 3.0E+02
3.5E402 P
2.5E+02 =
3.0E+02 _*
2.0E+02
2.5E+02 3 /
. 2 =170.26x+ 1.2499
2.0E+02 Ay 22?'88)” 20459 2 1.5E+02 YE e
RZ=10.9994 2 R?=0.9993
1.5E+02 & 1.0E+02
1.0E402 P /
5.0E+01 5.0E+01
0.0E+00 1"/ 0.0E+00
0.000 0.500 1.000 1.500 2.000 0.000 0.500 1.000 1.500 2.000
Concentration (ug/g) Concentration (ug/g)
Carbaryl
4.5E+02 Isoprocarb
4.0E+02 % 3.0E+02
3.5E+02
¥ ]
w 3.0E402 - 2 5E+02
2
5 2.5E+02 2.0E+02
a y=282.35x+1.2384 3~
2 2.0E+02 2 _
2 R?=0.9996 S 15602 y=172.54x+0.5732
= 1.5E+02 al i
ad i R?=0.9999
1.0E+02 & 1.0E+02
5.0E+01 /
0.0E+00 5.0E+01
0.000 0.500 1.000 1.500 2.000 0.0E+00 4
Concentration (ug/g) 0.000 0.500 1.000 1.500 2.000
Concentration (ng/g)
Fenobucarb
2 5E+02 Methiocarb
o 1.8E+02
2.0E402 1.6E402 &
° / 1.4E+02
g 1.56402 y L2E102
2 = 148.44x+1.0792 2 1.0E+02
2 ¥
$ 1.06+02 o g y=110.08x+ 1.0696
g / R?=0.9394 E 2-3?31 ~ R¥=0.9396
5.0E+01 OB
/ 4.0E+01 "
0.0E+00 € 2.0E+01 "/
0.000 0.500 1.000 1.500 2.000 0.0E+00 €
Concentration (ug/g) 0.000 0.500 1.000 1.500 2.000
Concentration (ug/g)
Promecarb

2.5E+02

/0

2.0E+02

1.5E+02

/

1.0E+02

/

R2
R2=

y=152.24x+0.147

Response

5.0E+01
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0.500 1.000 1.500
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35U 8.2 N9 MMUAAIAT Linearity ¥8amsliasigviansiivandanguasunamiunsn



M1319 8.2 KAASAT Range / Linearity ¥8aN153tATIEMETNYANAINENAISUIIVTUNGN

Compounds Range (ug/g) R? R
Methomyl 0.01-1.50 0.9992 0.9996
Carbofuran-3-OH 0.01-1.50 0.9991 0.9995
Aldicarb 0.01-1.50 0.9994 0.9997
Carbofuran 0.01-1.50 0.9993 0.9996
carbaryl 0.01-1.50 0.9996 0.9998
Isoprocarb 0.01-1.50 0.9999 0.9999
Fenobucarb 0.01-1.50 0.9994 0.9997
Methiocarb 0.01-1.50 0.9996 0.9998
Promecarb 0.01-1.50 0.9999 0.9999

8.3 UATIEY¥NIAY Limit of Detection (LOD) Uag Limit of Quantitation (LOQ)
lay fortified sample blank NAAOUANTUINIFIUAITUMINIZAUAUTUTUST T1UU 10 1 YA
drulonuuningg1u (SD) veInuNTusuAle AuIumA LOD wag LOQ lakan1un1s1e 8.3 wuil

NNA15989A15UNUNLARY LOD 0.005 pg/g wag LOQ 0.01 pg/g uniiu methomyl L@ LOD 0.007 ug/g

way LOQ 0.02 pg/g AUNEIRU

M1519 8.3 kaAMIA1 Limit of Detection (LOD) wag Limit of Quantitation (LOQ) 9890153LAS1L AT N1

ANAINENAITUIINTUNTN

Concentration (ug/g)

Compounds

LOD LOQ
Methomyl 0.007 0.02
Carbofuran-3-OH 0.005 0.01
Aldicarb 0.005 0.01
Carbofuran 0.005 0.01
carbaryl 0.005 0.01
Isoprocarb 0.005 0.01
Fenobucarb 0.005 0.01
Methiocarb 0.005 0.01
Promecarb 0.005 0.01




8.4. UATILV¥NIAINTINULLY ( accuracy )
Tng fortified sample blank NAgoUaITIMIFIUASUIAImMTAsERUANIITLT U8 TudlFau fe
0.01, 0.30, waz 1.00 pg/e Mnudutuatetias 6 S17ianzn1sadouientu Ussdiu accuracy 99nAN
% recovery wariluSeuiieuiuinasives codex mssausuillvasasandsainegutaiiasedn’
Tuoms Mnan15Uszidiu accuracy 9901 % recovery ANNANSIY 8.4 WU inududuszdus 0.01
ug/e iU methomyl finnnuidiudu 0.02 pe/e 18A1 % recoveries ag/lua9 60-120 fisziuannuuduy
F¥AUNATT 0.30 pg/g WA % recoveries agluyie 70-94 LLasﬁmmﬁusﬁmzﬁuqa 1.00 pg/g taan

% recoveries agjslusm 70-93 M1ua1AU

M1319 8.4 UARIAT % recovery UYBINITIATIENAITHYANAINGUAISURINTUNTN

% recoveries (n=6)

Compounds -
0.01" pg/g 0.30 pg/s 1.00 pg/g
Methomyl 103-114 73-86 76-93
Carbofuran-3-OH 82-120 83-94 77-90
Aldicarb 74-98 84-94 76-90
Carbofuran 85-120 79-88 72-85
carbaryl 64-85 72-79 70-78
Isoprocarb 71-108 70-77 70-77
Fenobucarb 60-95 70-75 70-75
Methiocarb 64-94 70-84 70-76
Promecarb 60-88 70-77 71-78

* AUutudmsU fortified sample blank MAEBUAISNINTFIUAISUMINTISEAUST FiB 0.01 pg/g Bnkiu methomyl

VIAADUAITUINTFIUNTEAU 0.02 pe/s

8.5. Sip519 AR ( precision )
Tng fortified sample blank NAgouUaTIIMIFIUATUmMTATERUA I LT U8 TutlF Iy Fe
0.01, 0.30, U@z 1.00 pg/g ANULTNTUDL1UBY 6 1 Uspidiu precision lagld HORRAT (Horwitz’s ratio)
91nA1519 8.5 NU1 Yna1svesA1Fum 1A HORRAT < 2 Fssiuinaniniseensunnda Anududu

'
[y [

S2US 0.01 pg/e a3y methomyl invuidudu 0.02 pe/s léA HORRAT ag/luyae 0.57-1.68 fiszu

[y

ANNUTUTEAUNATS 0.30 pg/g b HORRAT agllutag 0.23-0.35 LLazﬁmwmsﬁu%’mmuqq 1.00 pg/g 1ot
A1 HORRAT agluye 0.18-0.29 mnuensu



M1319 8.5 WAAIA Precision YBINITIATIENANTNEANANNFUAITUNUN LN

Concentration (n=6-7)
0.01" pg/g 0.30 ug/g 1.00 pg/sg
Compounds
% % %
HORRAT HORRAT HORRAT
recoveries recoveries recoveries
Methomyl 99-120 0.54 73-82 0.35 84-92 0.20
Carbofuran-3-OH 71-111 0.61 83-92 0.23 85-93 0.21
Aldicarb 60-98 0.57 82-95 0.27 88-92 0.19
Carbofuran 70-98 0.97 75-88 0.27 81-88 0.18
Carbaryl 60-73 1.21 74-82 0.31 72-81 0.29
Isoprocarb 63-86 1.17 70-80 0.24 75-81 0.23
Fenobucarb 60-90 1.33 70-79 0.23 70-78 0.26
Methiocarb 62-120 1.58 70-77 0.26 70-75 0.21
Promecarb 63-120 1.68 70-79 0.24 70-77 0.25

* AULiutudmTU fortified sample blank MAEEUANSHINTFIUAISUMINTISEAUST A 0.01 pg/g Bnkiu methomyl

NAADUANTNINTFIUNTEAU 0.02 pg/s

9. AgUHaN1IIMARB LA UBLAUBIL
nsnsvaeunullilivedids negeu falunssuiunsmiavesnsuseiugunimiiesdfiRnisvageu 7

wosufuan1sdndudesdniunis nilsludetmuaialuindroauaiuisaiesujifinismaaouuas

'
ad a

vasfUiRn1saouLiioy ISO/IEC 17025-2005 1ail 5.4.5 WilevesufiRnsldiinaasuiliiduinsgu 359
HofuRnsitmurdosenuuutuies Fsunsguilduenveudieditnunl’ wienmsvesuazdnulasis
11m3g1u Fesinsnauaaldlfiietudunisiumneausunsldng
n13n519aeuAUltlavedisinseiansivanAenguasuem 9 wia lakn Leafnsy, A1SUI3a, A3
Tugusu, arstunusu-3-lansenda, Wuyaisu, lelalusansy, windia, witleansu, Wellasu lunsnanlay
Tdmatianisanauuy liquid liquid extraction wag dispersive solid phase extraction (LLE/d-SPE) R
AnLUaIN1aInIs Steinwandter H. U35 QUECHERS naun1sitasizualsmaiialasuilnnslvesnan
du390Uegy (High Performance Liquid Chromatograph) (a1334 9.1) Fadonsraaeuyranisldary

AMUAUNUSTUAUNTI ALY AL IATITALUNITATITNY BAZUAINA UM TIATIUSU



'
Y

F3619819 25g+acetone 50 mlL+dichloromethane 40 mL+sodium chloride 7.5 ¢

v

Juuu 2 Ui waenailinnasnau

v

W solution @ty erlenmeyer flask 71U539 sodium sulphate 2 Fowldiy YAk 1uen

v

N399I sodium sulphate 2 douldz(lagldnssnsos) 1d cylinder Tild 50 mL

v

b3 solution AN cylinder 14 flat bottle flask

v

a9 cylinder ¢85 mL acetone aAUIUINTIUADULRIE evap.

(water bath 40 °C,P 500 bar)

v

a4 flat bottle flask A9¢l 5 mL EtoAc

v

pipette 2 mL 14 centrifuged tube
v
whusiesae N,-Evap.
v

LA ACN 2 mL uag clean up 8 PSA 200 mg+GCB 50 mg+MgSO,4 300 mg

v

WENNIELBLAY vortex mixer

inlusmssliansuensmeinisslumlssinauda 4,000 rpm ,5 Wil

v

N99RU syringe filter (nylon, 13mm, pore size 0.2 pm) 1d vial
\leAT129 CBM (HPLC-FLD)

U 9.1 UARITURBUNTAATIZVANTRYANAINGUAITUNIM



HANIIATIFFBUNUTT NIFIAIANULLULTAINTUINSUANLIYNESTYANANNGNAITUNUNTALLTNTY

LY PSP I

sraumiia1agluyae 60-120%, Neududuszaunanslidinisuinduauiieglugig 70-94%, uagiaiy

Wutuseavaslian1suinduAnuteglugie 70-93% Iadninvedn1snsianuiiAieglugig 0.005-0.007

pg/s, InFnveIn1InITeUTuudA10gluYIe 0.01-0.02 pg/s, Auisalaeld HORRAT Uszidiuanos

&l

=

1919 0.18-1.68 Barunueiniseauunn uagildnisldimngiaisiivanAenguaiuiamlunsn

ad A

0.01-1.50 pg/g agulauumnansasiaaeunnulilaveiznldiimsesnasivanaenguaisunumlunin
Yol uRn1snguinuIn1snsIvasuivwasladanisudn drdnideuasimuinisinunsiuai 2 fvalan
aunsaUszendldiunisufumauasale

o

v as A & a o v a wa |y o = W v %
nsnsiaeualdlaveisnaaey fadudsdidgyviesujuRnsmegeunnuasewinfsuinasdeddy
naazsulszanalunsaiiiunis wikaansnladanuauansglimeunassnuigetelikaNanis
nadoy wazAuiinelavesgnAuas el iRnisesidenudedulunansmedeureinueazaINsn

v & 1% 1 v
LLﬁﬂ\‘maﬂE’]u‘ﬂL‘ngﬂﬁiim‘lﬂ@ﬂwﬂjﬂwu

7~ mathomyl

5 =
4 E
. s £ = = 1= o o
5] 4 5 s z 5 g o &
3 5 C E 2 B Z§ g
] 5 @ 8= g £2 ¢
4 . 2 & T =
] 2 & 7 & = E
] ke T s = LB
= \ o | 8 g 52 &
J\ | ! j“ | [\ 15 |
2 , \\r ;“\ e Iklhl'k — JYL
13
o T T T T T
5 10 15 20 25 min

5U 9.2 lasunlnunsuvedansiivanAenauasuamluiieganiniinnududu 0.1 pe/s



10. nsuwauIellduselevd
10.1 vliinaudulainimansiweivewiesufiAnisnquinuinsnsiaaeuiivwas Jadenis

[ [ A

HEn drdinTdeuasiauinisinuasiuni 2 fvadaniinugnaes kazdneieniunanivinig
10.2 vieeUumn1snguimuinsnvaeuivuar Tadanisnds drinideuasimuinisineasiuni 2
fwadlan danunseudmiunisven1ssusesnnuaisavesipsliRnsmaaeunuansgu ISO/IEC

17025

11. Avaunnl (i)
ANZEYINIUATLYRVOUAN AMALT WAsiaendng §o1ulen1sdinIdenasinuin1sinynsiand 2
fiwadlan warAmedAs Bunsadng ge1utenInguiauInnsIvdeuivwazUadunisudn Mlvinsatduayy

(%
[

Tun9vhaddeasall wavveveuautITsNskasninnuwnsunguilinudswdemefuilagnaon



12. 1BNE1591994

fimassa fetes, 2509, wuaUFURn1mageumugnieseditinsginiuad Tneresujiansiden,
NFUINGIMANTNITUNNG  NTENTHATITUA

USEneduaw, dllen1sldenu HPLC $u HP1100
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