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AE dA S =Y

He

ME N 2T S HYSlE a2 2o Fok 8l ME|ES HE5HK
UOHAM EM H|IES BASI X} eLCE YT M2H 2 QUEChERS =&
HaHol a0 B} M AR Tl A8 ZEELIC S0i, SAH L
EX| ISTDSE £0] HIES >40% HZSIAUSLICE 1u 8 AA(HES)S| AHST}
0.5uL A2 FUCZ RXA[H4 220 XX YT SHA|(LOQ)E RAISIEAM A=
HI2S S BUY 4 YSLICH &2, E0tE I M2jajo] A9, 1265 24
59| 86~90% 2|$&-7|8 LOQE 1ng/gOIA 1, 5249| 95~98%0]| L3t
LOQ= ~5ng/gR &Lt Ol = S8E|= 7| 2|t TH7 51€ 7I&(MRL)

10ng/ge| HtQIL|Ct TCIHER captand} folpet Xt 2
AB0IM LY =~ L= ISTD captan-dg2f folpet-d, S
Tng/gOllN BRI SLICE.

AZ g $0.042
Z

2t2t A+ESHO] ~5 &

ME
AZ9 TR =2 242 2le QUEChERS =& EME2 2003'—=| 0= 575
(USDA)UIM XM= E°'3f?‘i§|—|E [1]. ol M2 22Xl s M2 28l 2t=

=& MAHIO| ZEtElo=M £HSIASLICH2l. O 2 P7H+_15._| T 7K 2A
OZF AOAC 2007.01[3] % EN 15662[4]7r 343t '34 MEHE[ASLICEH 29 tﬁrtﬂ,
e A EE= 2 2MHE2 diN-AH 22 F=E ?/5H magnesium sulfat
(MgSO,)Z Al=0i[A %S GM5t= E/<|01| ':*°' CHAl &t acetomtnle$§§
IEBILICE Cleanup2 I8, 24t M4 FZ(dispersive SPE)2 SAHH|2t
MgSo,E Z&sto Af9°“—||1f.
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2 i STo| M2 24
&E 4 ASLICH GC/MS/MSE=
tandem MSE MEHXQl Mo| ZLIE™O0| 7tssta = =
st AZ OiEe| S0/ BX stet=o] A32|d, ool 8
Y| S5 AL ELICH o W2 Y2 Bt 2t ZXHE
HiR| = | AS1BHLICE QUEChERSE 2 7HY THES
27H| HHABHR|= ¢7| 20, 24 A A2 2= ®A
ot ALY FYS ot FIHXQl 7|ES HHYLICE ol S
S0, GC Z& WS2{Al= 0HEe| NH|H stet=0| ZES
Satotx| oot 2y Helg A4, IAE 0|3 MA, Y
247|[56] 28 2| 48tS 2FLICL

-

QUEChERSE 10g(EN 2418) == 15g(AOAC 2418H) 2
T ASHE HE AZ AZ0] 7|8stE 2 B0 &2 AR 37|
£ 0|S3sh= 0| RE[FLICH HOt &2 A g2E S 80|
ot X2), 804 X EX| EESHO| ALE M, X H7|=22
M2 i B0 A2 ME HEE HeE HLCL 2 S8
Xt20| M= QUEChERS 2A1H0f| HAIE Al=: EH|: & H
g RXIE floll A=, 8 X FHe| &S H|25t] ERELI
Ch &F AILIZ|2Z 2 H2HE 4Bs| 2/, 0= =7
H(USDA) 52 H|o|Ef =2 1 2(PDP)[7]0] 2t s Ot
g MH|A0M X[ ™S FEH 7HS Al 7|2 Sot 3712 &
Z2 M8FSLICE 1263 &7 542 A stA|(LOQ)=
DE RU|so= et 43t &2, EOtE 3! Aef2| 0fE
9| 3|+E[8]2 7IHICE MEMSLICEL EPA EU 2 222
AZ 0| Z|CH o4 5% +FS Folst HH 7|E QI Z|Ch
58 7|1E(MRL)2 SESIRSLICL FOX TUHFZE: 42
222l MRLO| H|o|E{Hf|o] A0 SiS m 7|27 0.01mg/kg
= 10ng/gE HMEeLICH MRLE =Y £= =t 59
AH8 S WX|Sto] AH|XO| 42 n &AS B etL|Ct, mat
M, AH|X} OHH S stAOf| Feks O] 5 Y= s AL
S HE AN HE T4 HEYS o XNEHOE DLHE

2 LICHI].

_|

bl

GC/MSQ| £|2 7ot OHWEBE 128 AA(HES)= oA
=H M HLE ASFA 247|2 FEE[E= 0|22

42 IrfefLich ZEs SHE o2 4o 2oz,
W T AXO|M HO} LIS HUTo KOt e 2%
SHAIS 0| Zof LIt AlZo| 7t ot Hafo AEHol

O|FL 2 uLolM 0.5pLE ZASH Q20| BN 2M2
ol et A= 2Es Aug + Ach= AYLICH10].
Agilent 7010 QQQ GC/MS2| HESE AIE3t= EA 8o
22t QUEChERS F& 2AMH 12 HA = AR TN
A A HIE Hof, MY ANy gt 77| |RX[E
S MUSLICHL A2 MYt H|8 57} glo] B
% folpetat 22 LHE BESES [ BO|
Aoz Ao 2t NICtER St E0f| chgt
S NME £ JELICHI]. KX B ZHA 2
HAS HL} ¥2 LOQE 755t Sh= SAl0
Folzk2 W2 shict,

L=}
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DE A Y Eillz 248 Sa O|&0|ASLIC
Acetonitrile(ACN)2 Honeywell(Muskegon, MI, USA)
HEQLICt > 95% == Acetic acid, L-gulonic acid
g-lactone(L-gulonolactone) %! D-sorbitol2 Sigma-
Aldrich, Corp.(St. Louis, MO, USA) MZQ!L|Ct. Acetone
o[ 100pg/mL HEH S ME(16Z 17 = =)=
AccuStandard, Inc. (New Haven, CT, USA)Ol| A F1O{3 &
LICt. Triphenyl phosphate(TPP), parathion-d,, % DDT,
p,p'-'3C,,& Sigma-Aldrich, Corp.2t Cerilliant (Round
Rock, TX)0ll Al FOi¥&LICt. Captan-dg & folpet-d,=
Toronto Research Chemicals(Toronto, Ontario,
Canada) M| Z0|A&LILCE.

EHYEFEH

ACN 22| 1% acetic acid(HAc)= ACN 500mLOf| acetic
acid 5mLE H7I5t0{ EH|R}ELICE L-gulonolactonelt

D-sorbitol 21 5! EMESZ HSH|(AP) 2 MK 2| X[
2 Agilent GC/MS/MS =2t 244 F & QHLAMO|| Liet /&
LICH AF2[12] @2 OHEHHE S E= XA SEXI0f|A|
ZOSHMAIL.
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Agilent 7890 GC
Agilent 7010 QQQ GC/MS
Agilent 7693A Xt3 A|& =2 7|(ALS)

Agilent Bond Elut QUEChERS AOAC £ 13l
(p/n 5982-6755)

Ut ok 51 xHAE 2Bt Agilent Bond Elut
QUEChERS AOAC Dispersive SPE 7| E(p/n 5982-
5022)

D= AMEZ 2%t Agilent Bond Elut QUEChERS
AOAC Dispersive SPE 7| E(p/n 5982-0028)

Agilent Bond Elut QUEChERS 15mL §E£-& Al2t4
T2 7|(p/n 5982-9312)

2= A2IX| 10pL(p/n 5190-1497),

25pL(p/n 5190-1504), 100uL(p/n 5190-1518) &
250uL(p/n 5190-1525)

XS A& F7| HHO| 2 (p/n 5182-0733)

ts A2 F7| HHo|Y Q1M E, deactivated glass,
flat bottom(p/n 5183-2086)

GC/MS A= A= E |thel Hgdststy| ffh oHEHE
HEZS AEYELIT.

JlE

Agilent J&W HP-5ms Ultra Inert, 5m x 0.25mm,
0.25pum, GC Z&(p/n G3903-61005)

Agilent J&W HP-5ms Ultra Inert, 15m x 0.25mm,
0.25 pm, GC Z & (p/n 19091S-431U1I)

Ultra Inert liner, 2mm, dimpled(p/n 5190-2297)

Z BE2{A|E 28t Purged Ultimate Union2|
UltiMetal Plus Flexible Metal HE(p/n G3188-
27501)

tARE

Robot Coupe =3I

2010 Geno/Grinder(A| 2 #Z&3}7()
VWR VX-2500 multitube vortexer

Heraeus Labofuge 400 & £2|7|

Eppendorf 00|22 @4 22(7|

GC AlAEI0f|l= HXHA 7|H| st H|0(EPC), 3'd 7Hs%t
HE[ZE FAF(MMI) & AUX EPC 2=[13] M0 Purged
Ultimate Union 7|2t B Z2{A| A|ARIO| EATE|O] QUESLICE
Agilent MassHunter 2T E9||0{= 7|7| MIof 8 Ao/t
Cllole 2M0i| AFEMELICE

Al HXz2|

o S KA FEE FH|= OHIHHE FEHEW 2U IIEE
ALEet 210 1 AHHO0|H Al A5 otx ot
(QUEChERS) £AMH[3]2! AOAC HTOf| 7| X5t &LCt.
7715 ME2 2 Mol dSt S Robot Coupe EHIH
£ M85t E210| Ol0|AE FERMELICH 7 H A EE
FEY W7IX| -20°CE Wz E2tMSLICE

FE/2H

o2 A= 2g2 15 mL Ay =2 FEO| GoF £,

= RO M2t ZETIE AZ0| FIIMELICE QC AR E
Tpug/mL =52 AH(126F 522 Z2sto] s=7t1, 5,
10 2 50ng/g?! QC A2 E MESIASLICE 2F Al 59
50ng/g s AHESH| o LiE EESE ALt0|Z A
(10pg/mLe] parathion-d,,, DDT, p,p’-'3C,,, TPP,
captan-d, % folpet-d,) 10pLS CH=E HIEN A| 25 H| 2|3t
DE AZOf| HIFHELICE 1670 §E MEE= 32 B0
127t HiX| 2 M CHE vortex SHRELICEH 2 S E0f| ACN2
1% HAc 2mLE ®7IMELICL RE= FEHS B 1282
vortex®t C+S Bond Elut AOAC QUEChERS & (p/n
5982-6755) 1g2 FEO| A& HIIMSLICE N2 REE=
Ciobs| 225t 127 Geno/Grinder2 S2EJA&LICH
A2 EEE 4000pmeE 527t |l 22| ESL|C



Dispersive SPE cleanup
ZZEE20]|M ACN &ZHo| 23 1mLE Agilent Bond Elut
QuEChERS Dispersive SPE 2mL S22 S &LICH.
EOtE 9l A32| FEEQ| 42, Lut utd 9l XA
Agilent Bond Elut QUEChERS AOAC dispersive SPE
7|EE A5t 2, §7]0ll= PSA 50mg &
MgS0,150mg7t Zet=|0f AELICE F22 B2, 25mg
PSA% C18, GCB 2.5mg, MgS0,150mg S Z et
D E AE 282 2/%t Bond Elut QUEChERS AOAC
Dispersive SPE 7| EE AR ELICH. TE= OPHE THE
S| B0 1E27H X2 CFS vortex &LICH FEE Ot
0|32 YN 22|7|2 387H13,000rpmeE N 223
SLICH ISTD(SE= OHE HIE AlE)E Zelst FE29|
250pL 2F| U2 2mL Ats A= T 7| HHO|&F2f 400pL
deactivated glass flat bottom insert2 S &LICH A
ZEHE FH|E fIo 22 20| 50puLE Ano|Z st
Oi R HIEN |22 B2E MI2I5t ACN2| 1% HAc 50uLE
QIMEO| MIFHELICHERX] 2 MM & X)) 22
HSH[(AP) 10uLE 2 E Al=0f| E7FELICH12].

212 Z2E QUEChERS A& =& 11 YA ZZYLCL

oA A2 29(x0.02)S 15mL Y4 22| 220 Eot =2,
FoHe| Mlztel #E7| 374,

}

’ ISTD 10uL A7} 22 A QC ATO|3 2% A7} 127 vortex. ‘

l

’ 1% HACE 328t ACN 2mL X7} 227t vortex . ‘

}

’ Bond Elut AOAC QUEChERS £2 & 1g &7}, ‘

le—]

ACN A= 1mLE Agilent Bond Elut Dispersive SPE
2mL RFEZ £H, 227t vortex £ 327 13,000rpmlZ A 22|,

l

FEE 250uLE deactivated vial insert2 £2.

22l 1. £AE Agilent QUEChERS A2 2% 0t 93 ==,

Hx| 244
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Agilent J&W HP-5ms Ul, 5mx0.25mm,
0.25pum, MMIO||Af AUX EPCEZ 74

Agilent J&W HP-5ms Ul, 15mx0.25mm,
0.25um, AUX EPCO|A ZIZC2 714

ol i

0.5pL(AIZIX| 271 5pL)

Z M. 1x 04 A, 1:1 methanol:Z(4pL)
1x &0l B, acetonitrile(4pL)

& =: 7x 20 A, 1:1 methanol:Z(4pL)

7x &0l B, acetonitrile(4pL)

SRR

0.3527F 60°C ]4|, 900°C/=2 2 280°CTIHA|
S2,18 & 2 |Xl, 24 ZRIX 900°C/E2=

1.520M 50mL/=Z

25mL/&

0.327tX] 5psi

off

3mL/&

125°COlM(BYE 2l GCOllA MEfTH MMI
M HA FM)

1557t 60°C RX|, 1
160°C7HX| &2, 8°C/= 22 240°CTHA| $2,
50°C/2 O = 280°C7HX| 2, 2,58 }XI),

1 = 100°C/222 290°CTHK| &2,

1.62 {X|

15.227H1.01mL/E |X, 1 = SA| Z2H
BHZRIA|E Q3 2A ZE K| 100mL/ 222
1.703mL/2 SX|(2psi T & T2
Qall 2 2 R4 S 0|12 R8)
10.683mL/2

EM Z2MX 1.11mL/E |X

imL/2

8.52422Z chropyrifos-methyl 18
18.5&
290°COllAM 0.5=2

—70eV
280°C
150°C
280°C
408
2.25mL/2
1.5mL/&2
MRM

Ho
EER=]



HE QX0 w2} Ef M IHE = GC/MS 52 2
M 94Z 8 EXSHAAI2[12]. MRM TO| FA|
e Zte Ysi 20| 95~105%0f Y&L|C}.

0.5,1,5,10 % 50ng/g 5= +Z02 ZH|= Y BEE
M2 ASS AR 2 (R)2 D3, E0LE Y Mafa)
DHZ S Z3f3ts o ALRSH 1265 50 97%0l4 20.992%

Loq ZH

Z|ZEE LOQE "t g2 HI7t 70~120%0|H %RSD
E ~2002 FOZ 5k £F2| 6 HH=E 3|4 A0 7| %
SR SLICHE]. 2|22 1,5,10 & 50ng/g +F2 2 &4
ot o2, EOLE 5 M2i2|o| 52 EE=E S Ano|Asty
HIHELICE QC AIZE= 0.5,1,5,10 % 50ng/g &2
2 F =3 dIE 0= S Amo|Zsto] =H|st AZEMO|| CHaY
HESIFSLICHL 2M2 2t 0N 63| ghE U SL
Ct AbH Amo|2st oiE Q| 3|8 EX = OF 29 Z5L
Ch &2, EOLE 3 MEZ|0|M 22 M3 1265 5249
95,98 3! 97%0{| M LOQE 5ng/g OlstA &LICt &2 s
86%, EOLE =2 89%2t 22| 52F 90%0l|A LOQ=
1ng/g¥&LICt. QUEChERS £Z/24H thAl= 7|A Ts2
A8t 8 OH, 0] 7|22 5 TS 2Lt 52 3|
20| %|CH 35% S7tet o K2lsHOof EL|CH14-16].

A
701 g2
m 1ng/g
9 60, 5ng/g
1
% 50 | 10ng/¢
B 50 ng/t
(2}
& 40
«—
o
o 301
z
204
10
0,
0-49 50-59 60-69 70-79 80-89 90-99 100-109110-120> 120
% Recovery
100 B
901 EOIE
80/ 1 ng/g
2 70| m 5ng/g
= m 10 ng/¢
2 60
> 50 ng/t
& 50
k]
s 40
p=4
304
204
10
0,
0-49 50-59 60-69 70-79 80-89 90-99 100-109110-120> 120
% Recovery
0 ¢
Mziz|
60 m 1ng/g
5ng/g
é 50 m 10 ng/¢
.9 50
£ 40 ng/t
[
Q.
© 30
o
z
20]
10
0

" 0-49 50-59 60-69 70-79 80-89 90-99 100-109110-120> 120

% Recovery
a2l 2. 92(A), EOLE(B)2F A2{2((C)el 1,5,10 H
50ng/g= ALO|Z% 1263 542 Wi 3|+2 21
(n=6)

HI



B 1. 92 E0E Y M2i2iold BLIEYS Y2 IiCi2e sofel AWE Loa(hg/g) B2 25
g2 EOE  42g| g2 EOlE A2z
Bifenthrin 1 1 1 Methoxychlor-p,p 1 1 1
Bupirimate 1 1 1 Nuarimol 1 1 1
Captan 5 5 1 Parathion-ethyl 1 1 1
Chlorothalonil 1 1 1 Penconazole 1 1 1
Chlorpropham 1 1 1 Pendimethalin 1 1 1
Clomazone 1 1 1 Permethrin | 1 5 5
Cypermethrin 1 1 1 Permethrin Il 1 1 1
Cyprodinil 1 5 1 Phenothrin | & 11 10 1 1
DDE-p,p' 1 1 1 Phosmet 1 1 1
Diazinon results 1 1 1 Pirimicarb 1 1 1
Dicloran 1 1 1 Pirimiphos-methyl 1 1 1
Dieldrin 1 1 1 Prochloraz 1 1 1
Difenoconazole | 1 1 1 Pyridaben 1 1 5
Diphenylamine 1 1 1 Pyriproxyfen 1 1 1
Endosulfan | 5 1 1 Quinalphos 1 1 1
Endosulfan II 1 1 1 Resmethrin I % 11 50 5 >50
Endosulfan sulfate 1 1 1 Secbumeton 1 1 1
Endrin 1 1 1 Tebuconazole 1 1 1
Etridiazole 1 1 5 Tebufenpyrad 1 1 1
Fenpropathrin 1 1 1 Tecnazene(TCNB) 1 1 1
Fenvalerate 1 1 1 Tefluthrin 1 1 1
Fludioxonil 1 1 1 Terbuthylazine 1 1 1
Folpet 1 1 1 Tetrachlorvinphos, E-isomer 1 1 5
Fuberidazole 5 5 1 Tetraconazole 1 1 1
Iprodione 1 1 1 THPI 1 5 1
Lenacil 1 1 1 Triadimefon 1 1 1
Lindane (gamma-BHC) 1 1 5 Triadimenol 1 1 1
Linuron 1 1 5 Trifluralin 1 1 1
1 1 1

Metalaxyl



Captan 9 folpet0i] CHSt Z2ist 2M Mini-QUEChERSE 43~48% H|

rlo

Captan2} folpet2 &7|0f TlZtst 3tgE 2, QUEChERS MERSE 2 AF cleanup R0 [t2t Al=
A2 Al S| 420M, B A HUZ0M 55 22Xt E 43~48%RASLICH

LI 42 EEG $0.012~0.0289] HIZ(% $0.04)02
A& 2g off 22t 100ng2| captan-d % folpet-d, ISTDE AR
Hote = JELICE 220l M Captan X folpet2| LOQE!

1ng/g2 2t 4E29| MRL 50ng/g=CH EM S ZrelL|Ct, FH2 ok
2t =Z0|lM %RSDZ 62| 2t Al A=0f THEE 7HE |5 Zraz Arckst H|8 MZS Alsi3H

2 Zat= 18 33t ZELICE S22 EOEO|M captan®|  quEChERS B A I GC/MS/MS

e = |

LOQ= 5ng/g(%RSD= 242 8 2L 15)2 2, folpet®| LOOE A0 Z 7isWALICH &2 E0LE 2 Ma{2|of| ALjo|2

[P =]

1ng/g(%RSD= 2+2t 10 % 13)2 2 MH | &Lt 3t k0| 86~90%0f| L3 LOQS MA| EAlHo| AnA

OF T

MRL2 Y20l captan©O| 100ug/g0| 11 folpet2
20ng/g, EOHEOIM = Ct 3ug/gLICt. Captan-d %
folpet-d, 2t Z2 F7} HX| LHE BEESE2 H 22 20|
ANz Aot H[E 571 glo] et & UASLICL

0!

1ng/g 5ng/g 10 ng/g 50 ng/g

=3
o

Captan

%RSDcaptan=12  %RSDcaptan= 11 %RSDcaptan= 7 #RSDcaptan=5 o et

folpet= 10 folpet= 5 folpet= 2 folpet= 3

—
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Percent recovery
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Sample tube

02l 3. 29 &2{2] A|=0f 1,5, 10 % 50ng/g 20| =l captanzt folpet2| 7HE
S|48. 0| 2|Ho| W 3|$22 %RSD=10(n=6)Z 72%=ZM X|HEl 7|z 2 55}
B2, folpet2| LOQE Tng/glE E|EEE|/USLICE

H 2. QUEChERS % mini-QUEChERS 7|28 A% A|E MMz H|2 g 9l &zt

FAE 2o 75%2 M2 Az F0E Tng/gOIAELICE

dSPE
AR HA2| Ha2e| e B=23: utFey B
H|2/A2 Ed ACN & captan-dg, folpet-d, = HE HZ2/Al8 H2EZ
QUEChERS $0.43 $1.50 $2.96 $0.30 $1.32/81.96 $6.51/$7.15 —
Mini-QUEChERS $0.42 $0.20 $0.80 $0.04 $1.32/81.96 $2.78/$3.42 43%/48%
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