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Z FZEW)(Co-extractives) iR » W S HT IR AR

» Dutch mini LukeZEHiZ%.2 5347

R LA B
R R Rl =R GE R - HE R

FEE -

QuEChERSZE {1 2 44 1 £ H 1R 3R
(Quick) * ¥ (Easy) » {#E (Cheap) » K
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B - PO BEREE K AR R SE - #E FHEIATE
i ZREELK 3B - M KIREREER] 7] R MG 28
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FATA LFREERE - BERAER - M e A BEER R BB 43
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PSA) ~ A LFRAE T M B RE S S I I 148
Yz CI8DL R R EREMZENOR I AR
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FiEGS) 1 P (FREITECN)) - /I EES R
237F -

PLZ#2 Z.BE(Ethyl acetate) Ry ZE AT < 25
0 i IR 1980 A HY » #2848 B B[]
X EinE H 5 (Swedish National Food Agency)
(T RENFA) SRR i U & 5o 22 B B B0
VR BAb% o T SweEtZ % (Swedish ethyl
acetate method) *¥ » B15 ELER B L2 TR 2
Bl ik — » SAEERAUEDL IR ZBE Ry ZERL
VAT St L R T DA bR R S S A B p HAE
B K IRER $h BRIk 7y SUBKERH - TRER
RIEE S - HERR OBENR » 28 28
PR S HZEY DY TR SR
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A ZEIR G IF LA B R DR 2 7 =
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FEF R G - $iteisiRE \ BB % 2
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AN [F] 2 2 Fe L8 A5 28 A AN # A
[A] » S ZEROEE G R [ B B A
il Em""" R = EEIUER R F
R R B RE - ORISR B L Ethyl
acetateZZ % + HAREELER 1T FHQuEChERSZE
BOEZ T R ITECN) B © Aiffseze%
I LB 22 S B = R R R i
R MTiAE - Bt R b T R AR T
14TEREEA (R —) » RER ~ FE SRR
VL. LAEthyl acetateZ£ AL B8 ¥H 228 3 A 705
PRIZRBER AR (0 - R REE T E I AR
W HET - H2HFITECN) LBEESOR
R E IR - ke TR E e

&—  RAEBT ARG

Parameter Condition
LC column Waters HSS T3, 100 x 2.1mm,
Guard column 1.7 pm
) Waters Pre-Column HSS T3, 5 x
Mobile phase 2.1 mm, 1.7 pm
A @ 10 mM Ammonium formate,
pH 4
B : Methanol
Gradient program Time
0, 0,
(min) A (%) B (%)
0.0 5 95
0.2 5 95
0.5 50 50
2.5 55 45
5.5 75 25
8.0 85 15
11.0 100
13.0 100
13.1 5 95
16.0 5 95
Flow rate 0.45 mL/min

Injection volume 2 ulL
Column temperature 45°C

Analytical time 16 min




10

ERRE /LG B R S g ]

MFERTTE

—  1RBgARIR
Al iR R R e B 210

iR S AR - R ERER

LEREEFN - FOR R B S E R B

EIRGEFORA -
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()R
PR (G EEAR) ~ BERR (G ZERR) ~ Wk #%
(G EERR) ~ HERCRAHE TR ~ IR (1R
FHRE A #k) ~ 18 RO T A f) K 2k
Z B (HFHE A7 ) 1 22 18 3R v (Merck)
&% PR~ A](Darmstadt, Germany) °
ik Ik 5 (54 24080 R B AL #5(CacCl,, &
ZER) I HJ.T. Baker Chemical Company
(Radnor, PA, USA) - fE/KA RSN (FLZERT)
[ 5 Macron Fine Chemical (Radnor, PA,
USA) ° Primary secondary amine (PSA)K
graphitized carbon black (GCB)f# H Agilent
Technologies/\ ](San Diego, CA, USA) °
()T IR P AR R

FE B I AR o = BRI (Amitraz) (F0FE
98.6%) 5. DMPF (N-(2,4-dimethylphenyl)-
N'-methylformamidine) (#i99.5%)
# H Chem Service Inc (West Chester,
PA, USA) - #£# % (Dichlofluanid) (i
J£100.0%) ~ {5 H7#A(Dialifos) (#lE
100.0%) ~ Milbemectin A3 (i 98.7%)
K Milbemectin A4 (#iE98.2%)H H
AccStandard (New Haven, CT, USA)
Diafenthiuron-methanimidamide (§fi
FE99.1%) /& B MRl 2 T2 % = & it
(Osaka, Japan) - jK7r[%(Diafenthiuron)
(1 #£99.1%) » Dicamba (#i98.9%)
Ethoxyquin (#if£95.1%) * Flumioxazin

(MHFE96.4%) 2 =555 (Tridemorph) (#HFE
58.3%)H#% H Sigma-Aldrich (St. Louis, MO,
USA)  Diafenthiuron-urea (#i£99.7%) 5%
Pyflubumide (#fi£99.1%) HFUJIFILM
Wako Pure Chemical Corporation (Osaka,

Japan) °
= ERMH

AR © B3 mm  FLIER0.22
um ° FVYE L (polytetrafluoroethylene,
PTFE)ME KB R — & L (polyvinylidene
difluoride, PVDF)#& » f# H Merck/\ F] ©

(@M & HE © Waters HSS T3, 100 x 2.1
mm, 1.7 um ° FyWatersjz fiy(Milford, MA,
USA) «

E)RFEEE © Waters Pre-Column HSS T3, 5
x 2.1 mm, 1.7 um * FyWatersjz fz(Milford,
MA, USA) -

P - teRax iR E

() [ (Allegra 25R Centrifuge, Beckman
Coulter, USA)

() g R & #8 (Vortex-Genie 2 mixer,
Scientific Industries, USA)

E) = 5 B E (GenoGrinder®, SPEX
SamplePrep, USA)

(9 pHHIE  (pH meter 3200P, Agilent
Technologies, USA)

(1) 5 2 RE UFH i A7 6 B B 7L % (Shimadzu
Nexera X2 &2 LCMS-8060, Kyoto, Japan)

Fi AEZ AR
& 1% 2 L ERA TR
HUFR %10 mL > N4 ZEEHERK1000
mL -
(O)E 1% EEE - L1 2 ERE TR
HUEE 10 mL > L8R Z B 1000

mL -
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7N~ BBEIRIR TR SRR & - EFE305 8% - AT EBET7K10
HR B EA | TUFIERE0.65 ¢ » LI mLBERES W07 » SIS
TRV 1000 mL » L B SR pHE 1%H R 2 ZEaA 110 mLEE RS
F4.0%% + DURBLEN - TR BT PEILL TG 1500 rpmiK 577
A - it + FOOASORTAREN10 gt e
RS EIEYAIGB © FES - BE B DAEs 73 BRAS B R 1000 rpmifR & 155
HE% 0 FR15°C 0 4000 x gt (33575 o HU L
+  BRERRZECH W1 mL > £00.22 umiB R - (EE
I =T7hlf ~ DMPF K Tridemorph ¥ 18 F 22 R -
MR EHI10 mg - WHEREE - ABILPIRER  CROREN
AT mL AR - 1 T MBI M2 ¢ o RERERRE
H71% ; H{Dicamba * Dichlofluanid 52 Dialifos ¥t E50 mLEECE T - TIARIEREE
B PR 54T 10 mg » FTHERBE - 4331 LA W R0 « AR RRETK
s B 2 A 10 mL » R R - 18 10 mLiEiAE G - BRE3078# 1% - MAE
ST 5 HUDiafenthiuron » Diafenthiuron- 19058 2 LB ZBRVATR10 mLIERIE S -

FE Bl DA s 3 B B IR 1500 rpm iR #2557
HE% - FINASOKREREN10 gitEiR S

methanimidamide » Diafenthiuron-urea

Flumioxazin » Ethoxyquin * Milbemectin A3 »

Milbemectin A4} Pyflubumide ¥ & FH FEHE T 2% PEEDLA 5573 B B R 1000 rpmilk it 177
#9710 mg + RSHETRTE - 2RI ZIEVERRILE 45 S JR1SC 4000 L35 < ML
210 mL ¢ S TEEOLEE B RO R A TH6 mL » B %150 mg CaCl2 ~ 150 mg
WL E - DRI L ng/mL - (E(FFE PSAJL4s mg GCB.ZFHL/HARLE * HA

S ECEEE T > L1000 rpmiR 140§
% 0 FA15°C » 4000 x g (235758 - AU i

VA -

N~ BIRRIBIRET 2 Wi GRS W1 mL » 2L0.22 pmIEREEIEE » HHE
B e -

H%’Fﬁﬁ%*ﬁ@‘yﬂ?f ’ Eyff\/‘]l() g’ *‘ﬁ%ﬁﬁﬁ‘i ’ j-L N7 44, R S36 [2 S| == fiAz
 RAR B AT SR B A SRR AIE R
B S0 mLBE LA - A S e v ! MRS

W BEI0SHIS - EIAZEEZEE AR
120 mLE B ESR3 gifediR S - FEEID, FETEFE Ry Waters HSS T3 > 1.7 pm > 9
EH S EUEE 1500 rpmiE S HETE %100 x 2.1 mm » BEHIRE4SC - EAE
M ASE KRR 10 glfelEnk & » FEEIL, B2 L. - BEIHIATSE 10 mMAF RS2k
BT EREEE A 1000 rpm iR 158 VB - BENEBR FREE - Ui F50.45 mL/
FA15°C » 4000 x gl [,3505% » B 7571 Amirt(’ﬁ Hﬁa‘iﬁf@ﬂ%* °
mL + B10.22 umiBIESE L » EEERRE - Lt

CEAEE BT oF BE BB TU U B U5 (Electrospray ion
RIS - S ¢ - KRERE - source) * DAIE B 1 A LS B A
TEASO mLBE LM o A B A e 5= (Multiple reaction monitoring, MRM)

HETTHE - EREE T2 H R MRMEH]
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A BRITE T - LA TR
Z e T b FEZ I > 53 BI%LE0.002 - 0.1 pg/mLZ HEH
+ - EE AR ERE(E e

T2 R R R R A e \ -
B AR AR s - 100 T AIEMUR R TERER

mL + BERE1000 mL + A5« B{ERT TUE SR E R0 ¢ - BB
IR BT B BEPETREENT R EERBOS g AR E AR

£ AERELRREN SR ER AT ZMRME

T — HETH Q1/Q3
ﬁj{%fﬁ— EP;Z Tﬁﬁ ﬁﬁ%@%ﬁ%(m/z)> %%%Ej Eﬁ*ﬁ%@ (V)
B VBT (m/z) V)
Dialifos (EEIRUN ESI' 394 > 208* -15 -17
394 > 187 -15 9
Dichlofluanid o 0% B ESI” 350 > 123*% -10 30
350 > 224 -13 -16
Dicamba - ESI' 219 > 175% 23 7
221 > 177 15 8
Milbemectin A3 BT ESI® 511.5 > 493* 24 -12
511.5 > 147 26 24
511.5 > 95 24 32
Milbemectin A4 ESI' 525.5 > 127% 24 -16
5255 > 161 -20 -26
Amitraz = N ESI 294 > 163* -10 -15
294 > 122 -10 28
DMPF - ESI 163 > 122% -11 -17
163 > 132 -11 -20
Flumioxazin - ESI 372 > 327% -10 -22
372 > 77 -26 -54
Diafenthiuron INGIE ESI' 385 > 329% -20 -20
385 > 270 -14 25
Diafenthiuron- - ESI’ 369 > 229% -17 =27
methanimidamide 369 > 271 -18 -19
Diafenthiuron-urea - ESI' 353 > 297* -13 =22
353 > 280 -10 -19
Ethoxyquin - ESI’ 218 > 160* -15 31
218 > 148 -15 21
Tridemorph =154 ESI’ 298 > 130* 220 25
298 > 116 -20 25
Pyflubumide - ESI 536.2 > 155% 30 30
5372 > 155 -20 25
S SCAATE

T
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g fEHEREE - s Rlhn A E & R ST EAR
AR AR A e N R SR AL 5 & R0.01 png/g i
0.05 pg/g 5 FIRIRES A B EEAEYE T & & 550.02
ng/gBl0.1 pg/g 5 kARG AN R BERR MR L S B Ry
0.05 ng/ghd0.2 pe/g - FHE3057 5% - MRATEE
SLZJTEETSE ARG ER - RIREZE HE
Ep o BESEER R g e R R 3 E AR
#{(Coefficient of variation, CV) ° ¥R 2 =]
W FB AR R 2 E it E L e T
S HEROR B HET TR o

+= « EEMRZ G

HUHER » HR A RESRI10g 5 g
K2 g FEWERE - INACEEEERR - RAT
B2 TR SR R R I AL C-MS/MS 73 AT -
AR E% 8 2 & B BT R R Bl EH 2 FL{E(S/N
ratio) = 10 » EVERET Z FHIRELAHEENZ LLE(S/N
ratio) = 3 Z fr AR VNI ER » [FIHRF L[] ff =R B Ak
REUTTFE B L2 e TE R EF R E
=R (Limit of quantification, LOQ) °

FEREAETER

I =11 =S N 0 -4 jee
RIS EE
(A)
NFA | EURL
BB K10 g ]
.
e PEEES 5304 4 ]
I
4¢ » NaHCO33 g ‘
e ke fa20ml R 423 4¢ »NaHCO33 g ~ Na2S04 10 g 2

Lt fialomL o iR &304

\
igd 30
(E A 7 421835 °C)
[

15°C » 4000 xg#t-< 3 min

120.22 pm PTFE filteri iy

v

1500 rpm3= if S min J
I
4~ NaaSO4 10 g }

I
1000 rpm4& F 1 min
[
15 °C » 4000 xg#jt = 3 min
T
120.22 um PTFE filteri% i, J

[
[
[
|

(
(
| |
[ ]
(

( ]
( )
( )

LC-MS/MS:t {7 4 45

AW TR IR E 7 R R AE  BIEROR
o o REEBHER - BRRERIERARENEE
= .

= BB EED TR

AHI A F BRI e A B S MR M S {H
B - FERGERT FUR I A R R A
EGRET TR - pERFHID TR > (ERTBERE T
AT B P - P2 [ ER BR iR & FE P e
TAERMRM{HHIEE T - AHRIMRMZ2 B Y
R -

= BIRRIEZEE
(R RHE

AW TE DABE A Fo g SR 2 AR ER - KR
W2EEBE=E LB ELEHFZ
Al e B R (B — (A)HETT TG - A5 2R A
IR0 14IEEEZERAN0.04 ppmfASERH - FR
Dicamba Nl I§&Z 5k » HER13IHEZE  [A]
R DU BB 2 B i B ey o TR PR A
TR (B —B)) » R E LI T
MERGAEg -

(CEE

BNFA

EURL

e

b
t
b
f
b
5 ik
> L & g
LN o & &
L & F S
SN SRS
& & O
& < RR)

B— - SEREEUTFERIRIEZ DRI (A) R B RFER(B)
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(1% Acetic acid)

NFA NFA

1: (1% Formic acid) IEAOIAL,
1&3“ # KNQSE
L

(

wa Msoua )
T

[

dor A A B R10mL 0 E 304 4 ]

{

e

I I
1%L 1%
o phe iy 10mL
mEmY
T T

dor 3 1%T phz ‘
o e i 10mL
ﬁa jﬁ;; »NaHCO033 g « Na ﬁouoy
T LpEe fal0ml R 45

1500 rpm3& i 5 min

e~ NaxSO4 10 g 24 *3"4‘5

1 [ 15 °C + 4000 xg#t- 3 min

[
[
(
(

)
]

1000 rpmi& i 1 min ) I
‘ )

T
I

15°C » 4000 xgdjt-= 3 min ‘
T T T

{

|
(273 42:835°C) J
]
]

120.22 um PTFE filteri iy, ] [ 120.22 pm PTFE filterif .

v I L2

{

7 LC-MS/IMS:t 7 4 47 ]

=

AL L RERREIEZARE » (KEUEZ
EE b S B 5 A E B R 2 TR B
TRAZ (B = (A)ETHIE - RmiE R &
e B e Z AR R 2 2 J B C B R Ry
ZERVA TR » SCAT ST ELER 5 R AR IS T 5
R LR CBRZE VAR » HEERZ 2=
ﬂ o
FERBUR - 147HEEZERIN0.08 ppmiA FHK
1 > Dichlofluanid K DicambaiX /T Bij 5E
BRI - B = i S LAY
DMPF4h » H 1078 =22 2 [BIREE DU
MR G EE R FiEE L HPR
M$&Zﬁ% W%ﬁﬁ 2rf 7 [E] I R
FH(EZ(B))  MREEREZI%FHR LS
M OB R 2R W@J’E%Emﬁliﬁ
e B Ry o TR AR T HE R B o

(:) 7R *‘E

1. ZER AR
AWFFELARRAE R R 2R > 251
LBk R 22 5 E B R B R E
R Z FiE (B =(A)) > Al S
FEMERBIAEFEASGRIZRZ
FEME R ZE AT - SOARR e LEBfE FH R

BXEE LT RIATRIEZ HTRAZ(A) R EIERFER (B)

BNFA(1% Acetic acid)

BNFA(1% Formic acid) EEURL

TNBEBRECH B 2 X AR - HER 2
#fﬁ\ °

FERET o 14TERERZERIN0.2 ppmAfk
,—1—\EF‘ > Diafenthiuron &z DicambafjA {d f&

HIRE RAZ B R I - B = R S H
K YIDMPFAL » HER10TH R EE 2 [F1IL
£ BB X BB R 2 i
B HPORInEE R ZAHER - R
%%EPZ@WW@%(.j(B)) B R

EE S 1%EE R LB OEEE B A IUA
B - A E S E 2 e E R TR
TR ZEHURAR »

bR

= il R & DL = R s AR Y
DMPF & ff &t - K7 FE 2 i LUK
43 [% (Diafenthiuron) » Diafenthiuron-
methanimidamide } Diafenthiuron-urea?
BfEt - RERTN R ERE ZIRAE 23
Bt R = midm[E SRR 60% -
INGFFEAR R - BUA A EERE 2 bR
PR b PERRDL R BE R AR E 3L
578 » DA% #%88 (Dichlofluanid) %5 97H &2
SEEFTHIE -
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AWF5E2#20104FEKanrar ' 2013515
Rajski "5 N Z BFFESOBR DA R £

Bz HIEG) 1&!H§iﬁLAT4$§$E;fﬁé\
LR B2 LR (E U (A)) » 5
A EsFlorisil ~ PSAK&GCB (Aff) ; CaCl,
F.PSA (Bff) : MgSO, * PSAK.GCB (C
) ; CaCl, » PSAKGCB (Dffl) » #&H5#
SR DABAH A B R 3 % 2 i A0
R 0 R Dicamba NKIESN - 4FE1F
(b FRIAE 1 A AR 8 TE R 2E[E] L 2R

(A)
NFA NFA
(1% Acetic acid) (1% Formic acid) ‘ LEAUIRLL
( -5 F 2 e )
1T T 1T
( o BERER - $E305 8 ]
1T T 1T
[ S ATA A S K10mL 4 5304 8 ]
T T T
h-»il%ﬁ’%frii der F1% 9 2 .
©pie g l0mL e pie i 10mL be» NatCOs 3 ¢ ~ Na2§O« 10 .2
R sas s Cpe fial0mL s R £ 455
T T
[ 1500 rpmds 3 5 min ] [
T T T A2 R34
[ 40~ Na2SO4 10 g J (B A # 423835 °C)
T 1T T
[ 1000 rpmé= ¥ 1 min ] " ‘ : :
| T | [ 15%C 4000xggtc3min |
[ 15 °C » 4000 xg#t -~ 3 min ]
I 1T I
r10.22 PTFE filterif g
[ £20.22 pm PTFE filteri 7 } { Hm ilteri& }
+ - I
[ M LC-MS/MSt % 4 47 ]

¥ e ()

R = (B U(B)) -
ZERERTELLES - ZEKER
HEEHZEIR A EHGCB.ZA ~ CKDA
LB EIF L% FLALC-MS/MSHETT
ZfFf(Full scan)/3H7 » TICHE 2R DA

Difl i H % 2k ok bl - H LAY
(B T7) - BHERBCRBEE - Eﬁ( X REES

CaCl2 * PSAKGCB# & ZDHERE
FEH L DUETT R A8 2 TG B it
& o

BENFA(1% Acetic acid) BNFA(1% Formic acid) EURL

B = - #FEE LT ERIRIEZ 2RIZ(A) KRB ERAER (B)

(A)
( Prpr—Y ]
( S RFRES #5305 4 )
[ benSEA 4 # K10mL B304 6 ]
[ on g 1% AL e e R l0mL R £ g }
. ; , .
[ 1500 rpmi% if 5 min ]
[ I 4ex NazS04 10 ¢ ‘ I ]
( 1000 i 1 mins 715 °C - 4000 <=3 min ]
[ B b i6mLE F ol A B g J
‘
P some [ Mg ] [ e ]
GCB 150 mg GCB 45 mg GCB 45 mg
:
1000 rpm% F 1 minié » r2115°C » 400‘0 Xg# s 3 min J
[ 120.22 pm PTFE filter 3 » "/ LC-MS/MSt 7 4" 7 ]

(B)

o Without cleanup EA L oD

v IRFREE U RFLERIEZ MTRZ(A) REIRFER(B)
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| mice

600000000
500000000
400000000

Ccin
300000000 A &
:“\ //A 1

200000000 A
100000000 }
f Din

01

LY :n/‘\_ A

Affl: Florisil*PSA+GCB
Cin: MgSO++PSA+GCB
Dén: CaCl+PSA+GCB

0.0 1.0 20 3.0 4.0 5.0 6.0 7.0

MBI 0 2 2 1 A O 2 S A I A I A A 0 A M N A S A A A S A A A i A A 2 A A 2 A A 2 A A S n A M n
8.0 9.0 10.0 11.0 12.0 13.0 140 150 mn

B - HFREEETEFERIEZ ZELILC-MS/MS M T 8kt F EFE

i~ FENEUE

A5 E &R AT EEE - K[
SRR 2 (H R R T N e G R - HE
PEHEIKIEREEE T LB 2 TR
HiE, AT -

R o RERYE R ERE  AERGER
$E100.01520.05 pg/g » #HELL0.02520.1 pg/gite
TTIATE RGNS » I E RITRTEE
{SATRE R LIRS SR B » =Rl R S5
B 2 [E R ER A 60% » HUHERR L 2TE 2 32
HAHYHSIH 2N Gl - (E e H HER
QIEFEH 31 0.05520.2 pg/giEfTiRnm st b -
—IEEVE B AR R A SR E R
[EI S ER R B A TR o IR INEIGH
Earh > Dicambalid £ 58 HH A BRI 1T 65 E
& HERRENRSEE Z RS R R
T

(WEiES

13TEESERI0.01 ppmR3EF >

Ethoxyquin i lig %5 € & »+ =it

i 7% T KK 5 R 2 S B 43 B R

59.0% > 54.4%:38.9% » HAROIEELSE Y

SEEEICR AT 71.8 - 88.8%[H - CVIHE

IINFR20% o VRAN0.05 ppmfABEE T - 4558

g2 K% [& N EthoxyquinZ SEE AR 53

B F554.9% ~ 45.9%5:50.5% » HER10TEE
.7 SEHEIERATR66.2 - 92.7% » CV{H
I INA20% (=) -
(W=PS
1378 A 2R N10.02 ppmfAH kg » =01
Ii# ~ DMPF ~ 2 5% 88 1 i 05 E &
EthoxyquinZ SRR E549.1% » HER
9TH 2 EE 7 S [RIER T R 63.7 - 98.2%
i FrMilbemectin A4 CV{E E22.2%
Ah > HERQIEELSE  CVIEE/INR20% © TR
H10.1 ppmfAH KA » 2 28 T A Bl 355
EE > =0l - DMPF.Z SRR H
F516.2%55.6% » HER10MEEEE 7 S|
RS THY70.0 - 101.4% » CVIEEF/INA20%
() -
SIS

SIEFZHEIRN10.05 ppm i Fk A - 3585
SRR R 21.0% - HERT7IEESE 2 SP
B[RRI THAT6.2 - 92.0% » CVEEHER
20% ° NAN0.2 ppmfAfkAH - S 2 SE
EIEI#E R 15.5% » HERTIERELSE  SE[0]
WERATHA84A.T - 96.1% » CVIHEHEF20%
(FEh) -

7N~ EEMIR
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.. a Inter-day
Intra-day precision .. b
%%y%%j precision
No. TEILH4H o5 Hifre 0.01 ppm 0.05 ppm 0.05ppm  t (opm)
(ppm) Recovery CV Recovery CV (6)%
(%) (%) %) (%) (%)
1 Amitraz =l 0.1-0.5 59.0 32 713 4.6 49 09989  0.01*
2 DMPF - 88.8 54 927 3.6 27 09998  0.01*
3 Dichlofluanid WEEFE 0.1-10.0 54.4 8.6 549 9.9 89 09985  0.0l*
4 Dialifos (CETLYN 2H 76.7 50 662 7.9 64 09979  0.01*
5 Diafenthiuron KEFEE S 1.0-2.0 38.9 69 459 56 322 0.9925 =
6 Diafenthiuron- - 84.3 29 915 2.5 4.1 0.9997 0.0l
methanimidamide
7 Diafenthiuron-urea 81.1 22 893 2.7 3.1 0.9997 0.0l
8 Ethoxyquin 3 - - 505 104 13.8 09989  0.05%
9 Flumioxazin - 0.2-0.4 778 197 79.6 3.8 47 09972  0.01*
10 Milbemectin A3 EWIT 0.2-2.0 74.1 13.0 887 3.3 8.2 0.9992  0.01%
11 Milbemectin A4 83.6 57 879 5.1 6.3 0.9979  0.01*
12 Tridemorph =187 1 72.1 3.8 885 3.5 32 09990  0.01*
13 Dicamba - 1.0-5.0 - - - - S S
14 Pyflubumide - S 71.8 52 870 4.0 5.1 0.9976  0.01*
N =35.
"N = 10.
ST
T ST A T AT U
TR

AR B SRR AN E - BRI ELOQ Mo
*Fs AR A - AR BT PR B L TE

AN 78 TE B R B e B R A R AR
WEHRRAIER=-T R - EREET - DMPF
HOTHREZESL0.01 ppm i IR Z [EI R AT
260 - 125% » CVIH/NR30% » #HLOQE]T
£50.01 ppm 5 =BG R ITER0.01 ppmZ
SR (A1 R Ry 590 % 28 I K 1A Tife S0 AR i o2 22
Ko (HEEMERIF(CVIER3.2%) » U HZ
LOQET£50.01 ppm ; IKFEREE EE L F
K75 % ~ Diafenthiuron-methanimidamide ;2
Diafenthiuron-urea &5 &1 » #ffZXDiafenthiuron-
methanimidamide 5 Diafenthiuron-urea, LOQ

50.01 ppm * {HIKZ5[E]20.01 pg/gs0.05 png/
gl Z TN N G B e 3 55 71 R 38.9% It
45.9% » TIETF SRR E 2 BK - B
AR 0.01 ppmZ SEIFEIER Ry 54.4%(%
WS (R FARE SR i 2 B 5k - (HEE M RIF(CV
{E58.6%) » #U EZLOQE] £0.01 ppm ;
Ethoxyquin AR TR E0.05 ppm 2 S [
HH550.5% - (HEEMEEIF(CVER10.4%)
% & EthoxyquinfR i £ EH ZMRL %3 ppm °
R R ESHITR K - FFHLOQET 50.05 ppm -
R EE SRS > fRDicamba ~ K5 [E K21
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N Inter-day
- ) e ;;'%H%Zﬁ :Eé? Intra-day precision precision’ oo
No. T “ s 0.02 ppm 0.1 ppm 0.1 ppm r (ppm)
(pprm) Recovery CV  Recovery CV CV (%)
(%) () (%) (%)
1 Amitraz L 0.5 - - 162 150 145 09925 -
2 DMPF - - - 56 115 289  0.9998 -
3 Dichlofluanid PR A - - - - - 0.9999 S
4 Dialifos R DA A 92.7 26 913 0.9 1.1 09997  0.02%
5 Diafenthiuron KA IE - 63.7 22 700 2.5 3.0 09998  0.1%0
6 Diafenthiuron- 86.7 39 8.5 53 52 09996  0.02*
methanimidamide
7 Diafenthiuron-urea 82.9 1.8 932 21 6.5  0.9997  0.02*
8 Ethoxyquin . 49.1 42 800 2.8 34 09997  0.1%0
9 Flumioxazin S 969 137 979 39 53 09977  0.02*
10 Milbemectin A3 VT 0.1 98.2 9.7 101.4 5.2 10.6 09986  0.02*
11 Milbemectin A4 83.5 222 953 28 105 09997  0.1*
12 Tridemorph =525 02-05 89.3 3.1 91.2 13 1.9 09995  0.02%
13 Dicamba - 0.04-7.0 - = - = - = -
14 Pyflubumide - . 91.1 47 907 1.0 13 09998  0.02%
'N=5.
"N = 10.
gL e i
A PRSI A B
TR

B R IER AN E - B EFIELOQ Fer
*Fo AR A - A BT PR B LT

HAH Y (Diafenthiuron-methanimidamide &
Diafenthiuron-urea)?h » HER10THEZERF &
BB R SRS TR - FREE T B
RPN 7IE 52 520.02 ppmif I FE & [0 3R
FTHRT70 - 120% * CVAE/NMR20% » #iHLOQET
$50.02 ppm » VKZFFEEITER0.1 ppmifi RS
ZIEERATHAT0 - 120% » CVIE/INR20% » )
HLOQETF0.1 ppm * AFZEH » [ Amitraz »
DMPF - % # % K Dicamba¥h + HAR107E 223
FERBEH NI HTEK - &G+ -
1SR A S 7IE B B2 0.05 ppm i I RE & [Eliik

HATHRT0 - 120% » CVIE/NA20% @ HIEHLOQ
£15%0.05 ppm * JAFFEH » FR=DHEEH7HE
ZEAN  HERTHRBREEF S RBEIHNRE I
+ ~ B ERREZ BEEET

R B RE R BT SRR - BT
i £ QUEChERSZE R » Xue ZhouZE A A2016
FEO T TR LA 28 288101, viv)RZE
BRI FE B (5 F S PSA K GCB 2 5 LA B » A
FABERFE PSR BRI 2 [BCE - = aaigHl S i
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.. a Inter-day
Intra-day precision .
[:;jj'z %‘g’;ﬁﬁ%% precision LOQ
No. FHIZHHE 258 B 0.05 ppm 0.2 ppm 0.2 ppm r (opm)
(ppm) Recovery CV Recovery CV CV (%)
%) %) (%) (%) ’
1 Dichlofluanid KT S 21.0 94 155 6.7 13.5 0.9996 -
2 Dialifos (SR = 91.1 23 919 3.2 2.6 0.9992  0.05*
3 Ethoxyquin - S 92.0 42 96.1 47 3.8 0.9996  0.05*
4 Flumioxazin - S 79.2 1.1 87.1 6.9 56 09984  0.05%
5  Milbemectin A3 EIRTT 2.0 76.2 194 847 47 8.8 0.9964  0.05*
6 Milbemectin A4 78.3 78 886 3.1 86 09992 0.05*
7 Tridemorph =157 20 87.6 21 914 3.2 4.3 0.9994  0.05*
8  Pyflubumide - - 89.6 29 918 0.9 2.1 0.9986  0.05*
‘N=5.
°N = 10.
R

MERREEIE R AT ST R A
R R B EICER A - BUEHIELOQ Kr
Ry AR A R BT P B2 AT

Bk ERIE TR B B DMPF - b B i fe HH ER
HipHZ B b Ry s B n| i 3R 2 B A 3R + Ferrer
2 L 122010452 LIQuUEChERS & 2.1 Z. ES #£ K
AL = nhi &2 DMPF - HAE R #E3 -
LW 2 Wg 2 ZERR < pHIE R Bd » ZIEZERUR
ZpHEN 8 - 9 » BFHIKR AW L - =

§if &2 DMPF fAQuEChER S #£ B2 8% 78 & H.[1]
R o (K45 P K Ethoxyquin 7 #f 58 5l ER
4L > Herrera®E A" K BR R i 54
FRAT A B O D B 2 R TNt S LB an b
MR - DA RZEZ BN - Dicambafy
M2 fgE FHQUEChERSZEH: » G fATF
(EZ BRI A PSAZEA » Al 1§ RiFZ Bk

O

R e

AWt FE22 i 1B 5 B Al E R Z AT
12 st SRR TR SRR F14H RS

RERE ~ BB R E R ISweBUREEM B 7
% RIREEE B A - RRESTER K
ey HBIEHF & CaCl, » PSAKGCBZiF#
{LifE - FEERER - FRDicambafit &% HE AN
R IEE S - FLER B2 BE ] i I R EH Bk 2 I
B RERETFRI10IE - RBEEFR10TE - AR
FE Ry 7IE o
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Development of SweEt Method for the Determination
of Pesticide Residues in Foods

CHIAO-YU YU, SHU-WEI LIN, YU-CHING HUNG, SHU-HAN YANG,
[-CHEN LAI, GUAN-JHIH PENG, NU-CHING LIN, YA-MIN KAO,
SU-HSIANG TSENG AND DER-YUAN WANG

Division of Research and Analysis, TFDA

ABSTRACT

The Swedish National Food Agency (NFA) developed a multi-residue analytical method for
pesticide residues based on the ethyl acetate extraction, followed by LC-MS/MS and GC-MS/MS
determinations in 1989, so called SweEt. This multi-residue analytical method had been revised
continuously to improve and simplify the methodology for pesticides residue analysis. For example, the
original clean-up procedure was eliminated entirely and the addition of sodium sulfate anhydrous was
applied to remove the water in all matrices. SweEt as well as QUEChERS and Dutch mini-Luke methods
were the main multi-residue analytical methods for pesticides in the EU at present. This study evaluated
the analytical method for 14 pesticides in the matrices of tea, cereals and fruit in reference to the analytical
methods of the European Union Reference Laboratory (EURL) and the Swedish National Food Agency.
The results showed tea matrix was complicated and further clean-up processes were required to protect
and extend the life of analytical column. The established “SweEt multi-residue method” in this study
offered good capacities in which 10, 10, and 7 pesticides were able to be quantitated in apple, rice and tea
among 14 pesticides, respectively.

Key words: SwekEt, ethyl acetate, LC-MS/MS



