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SRARS ATLERR S 2 —SERTAN S (D)
Method of Test for Pesticide Residues in Livestock and Poultry Products -
Multiresidue Analysis (2)

1. i * %]’jﬁ PARRHER TG EF YN F A A SR MR S gk s g
P B (24-D)EI127F L B(FIE AN A - B A D) ER
¥

2. ¥ % > 2 ' ¥ * QuEChERS # ;# (Quick, Easy, Cheap, Effective,

Rugged, Safe)# e d@ {5 > iR 4p & 47 ¢ B B 3# & (liquid
chromatograph/tandem mass spectrometer, LC-MS/MS) %~ 47

7‘"%‘}2":0

2.1 %% ¢
201 i dn A 45 Tk ¢
2.1.1.1. 35k . T E3F 1 (electrospray ionization, ESI) o

2.1.1.2. k47 ¢ * Kinetex Biphenyl > 2.6 um » p f£2.1 mm x 10 cm » & f

2.1.1.3. %3 ¢ : Kinetex Biphenyl > 2.6 pm » P j£2.1 mm x 2 mm > £
PR

2.1.2. 2F# 48 (Blender) ©

2.1.3. # /- (Grinder) °

2.1.4. 3 :# & 475 % (High speed dispersing device) : SPEX SamplePrep 2010

GenoGrinder® > 1000 rpm2 F » ¢ H @ B3R F 5 iy 2. 5 E o

2.1.5. &< % (Centrifuge) : ¥ :£4000 xgri b » 2 8 & d=4] ¥ £ 15°C11 T
x

2.1.6. ¥ # ik %”F'f # & (Nitrogen evaporator) °

2.1.7. iR & E(Vortex mixer)

22, RE L2 T ORI BT TR - RIS C REFRL - 4 >
F V42 | RE4E 5 * & & & 5% ; primary secondary
amine (PSA) ~ octadecylsilane, end-capped (C18 EC) %2 graphitized
carbon black (GCB)# &4 * & 474 ; 2 3+ K (WL 7 [*25°C+H
FI8MQ-cmt ), = -w b K270 B BN L B iR
= ¥ fig(triphenylphosphate, TPP)r 38 4% 2 5. o

23. BE 2

23.1. #s F 1 15mL% 50 mL > PPH -
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2.3.2. JR% 1 34/£0.2 pm > PTFEH -
233, &% 1 25mL% 50mL > &4 o
234. W ZLBEF F (Ceramic homogenizer) ™" : 4 * Bond Elut QuEChERS
P/N 5982-9313 » &% F S - o
235, Foor a5 mokifadtdg - RIFMHlg F L4 1g2 R
faz - 405g-
2.3.6. % it ¥ g # D0 PSA125 mg ~ & -k FifE4£750 mg ~ C18 EC 250
mg% GCB45mg - % f imES5mL -
Ll REHT VAR RHARFAD FiERRT -
2V RE Rp ARG RY D g 2 ﬁ FTBEEL wh P o
4. FHz2_A Y
24.1. ¢ 3% 1 ® EE(4], V)RR
Bez B9 R4 ] (VV)ZLW BR G e
242, 7 1%% gz o % @ 9 pR(4:] > vIV)iB R
B9 p210mL% ¢ % ¢ 7 EE(4:1 0 vAV)A 990 mL o B &
25 #dApniR LW
251 BEApBRA L
P Fede0.39 gy 4 B3 ki3 2R $1000mL > e » ¥ Al mL
REEI > SRR R PR EEBHRIBIRA -
252. #B4pi3iRB
PR pLdd0.39 g > 12 9 B3 f# 1 1000 mL > iR B R 0 PRIk
b T 6 4p i3 kB o
26. p SRR R pe Y
P Z F o p RSG50 mg o ML MY BIART R F 2
S0mL > 185 p3SARH e o 4 gl @R E
2.6.1. P~ B p SR RR U AR D50 pg/ml v e F2.8. & iR 1
2o PR R R o
262, Pip B P3RS R T AR D Spg/mL o - 0F2.9.8 A T etk
BB R ELE T 2 ) IR R
27. tREG Ry
B~- - 3 (2,4-D) ~ & i 15 (bentazone) ~ #] ¥ F (clethodim) ~ &7 7 A& ~
# 4~ (clethodim sulfone) ~ #& &  #+4~ (clethodim sulfoxide) ~ F]i= /=
(emamectin benzoate Bla) - % i B (fenbutatin oxide) ~ = % %

(v
LU\

AT
o



2.8.

2.9.
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(methoxyfenozide) ~ # % & (saflufenacil) % & #% & (sulfoxaflor) ¥+ B * &
Bat9l0mg Hrfle - ~ue H3jEs L F210ml; B8 &
4, (haloxyfop) 2 B i< i fi% (spirotetramat-enol) ¥t f& * 1% 5 & %10
Mg MFEf T > A BT ERA R T 210mL o T ARERR 0 4
FERRT I o TR R LR R RERE e R 1 pg/ml
BT 3 0% o
ez Ay
Baep s NS FURHEIST AR 318 0 X910 g0 BRAL T "k
WIS N2 MR BR A f R > ey 2
A3 PN100 M EWS0mLaEs g o 4o 1% 2
o ¥ 1" AR(4:] 0 v/v)ia % 10mL 2 50 pg/mLp FR4E 82 % 10 ul 0 £ 4
CREBLTRIE F A F e d F o g T iR T e o
B BB B0 g aE A A0 R Y1000 rppmdk I & 0 2] R i 3
& fs » *015°C > 4000 xgés 5048 o Bt ik SmL - @I K o
BTN g F o 0 F A KTE R 121000 rpmik F & 12 £ e #Eif
25 4818 0 3 15°C » 4000 xgHps 5o 48 o Pt ik lmL > 7§ F eI K
o mFyH T ﬁ%’w’p‘ ﬁ*l’ 'La 2 1mL > ‘-:.—,_//,%%1"%@//,% R TERRR e
g?mﬁﬁ€aiﬁﬁ:
Bz o Rl 2284 ?Ei?\ e ISR 2 R e A R
B-lmL > 2§ § sR 3 Wiz 4,\ Bl b~ AR5 % 5~100 L (%5 7 A& TR
4:2~100 pL) ~ 5 pg/mLp R4 E % % 10 ul% * f3 > @ 8944 5 1 mL
REEY > BIFAT TREERZR S RTAFEEEFTL T ,TA =4
For N R 2 G fh o SR R ERR  WIF20.005~
0.1 pg/mL (%5 %% A& & % 0.002~0.1 pg/mL)2 A 7 7 fiete £ & o
AR R AT B BT AT R R D)

R 47 ¢ : Kinetex Biphenyl » 2.6 pm » p f£2.1 mm x 10 cm e

-3¢  Kinetex Biphenyl » 2.6 pm > p f£2.1 mm x 2 mm e

FBEARZ IR CAREBRMUT A EREHR A AT

P % (min) A (%) B (%)
0.0 >2.5 99 — 60 1 — 40
2.5>16.0 60 — 35 40 — 65
16.0 > 18.0 3555 65 — 95
18.0 = 20.0 555 95 — 95
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20.0 —> 20.5 550 95 — 100
20.5 > 22.0 00 100 — 100
22.0 > 22.5 0—99 100 > 1
22.5—>25.0 99— 99 I1—>1
#F 4k ¢ 0.45 mL/min o
A g 1 2uL e

fi & = A& (Interface voltage) :
TS v 33+ (BSI ) * 4kV »
TORALS 1 s (ESI)F*3kVe
fi % 8 & (Interface temperature) : 270°C o
7% 1t % H7x 2 (Nebulizing gas flow) : 3.0 L/min o
Sv# % ®87ni# (Heating gas flow) @ 17.0 L/min -
7% A 8 & & (Desolvent line temperature) : 200°C -
4v Bl F & (Heat block temperature) @ 350°C
52 "% % %877 3% (Drying gas flow) : 3.0 L/min °
WOpHCES ¢ 2 £ & & 14 P](multiple reaction monitoring, MRM) o 14 g
¥~ QUQ3% & 7 @(Q1IQ3 Pre Bias)¥ sifg T &
(colhs10n voltage)4r*t & — % "4 = o
I3 PR EIEE AT A ERE O T ORATR Y 2 RE K TR S 2R

fE
2.10. W% E 7 RRIT
HEPthin 2 Ztk%* el ERBRE2 L A8~ kip k478

Eﬁﬁ’?;—& RP 0 R29.GIEERIT AT o )Ik%gni"—’?%gq ﬁjc‘ :L,ﬁﬂ/pn;f
TEAELF TR S EF R HAT 5 RCVEY L o © i
TARE SRSk L EE2L 7 E(ppm) ¢

W L R&E2 7 E(ppm) =
M
Cid AP et BaiiTnd & L F2 kR (ug/ml)
ViEBRMZ $1%7 fhz o % 7 AR4:1 0 v/v)iB R B4 (10 mL)
M: P Ae etz £ 2(g)
LA p¥EL G e R TR F E LI 2R E G AP o
(£100%) » F3FHF Fl4e™
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AR $ AT 5 R (%) 57 - B (%)
> 50 + 20
>20~50 + 25
>10~20 + 30
<10 + 50

Rl AR T 2 T ’fﬁmﬁr"‘r}z - % Mt4 - o
2. %ﬁ Bt 2P 7 e 2 2_FAf& = ¥ fig (triphenylphosphate, TPP)t 5% £ 2%
’d%ﬂgﬂawpﬁ%m#wﬁwv‘ﬁﬁﬂp%+k§ﬁ
- RPN E N E R YR (FE R A
3 G BRSSP R TR
S 2
European Committee for Standardization. 2018. Foods of plant origin—
Multimethod for the determination of pesticide residues using GC- and LC-based
analysis following acetonitrile extraction/partitioning and clean-up by dispersive

SPE— Modular QuUEChERS-method. NF EN 15662:2018 (English version).
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m/z278 > 174
Sulfoxaflor 5.33 5.62
"| m/z 239 > 132
Bentazone 6.13 |\
i
|‘| m/z219> 161
2,4-D 8.13 I
Jl \
m/z 376 > 206
Clethodim sulfoxide 15.16 15.53
41
8 » p 9.02
m/z 392 > 300
Clethodim sulfone 15.62
8.82 f|
I m/z 302> 216
Spirotetramat-enol  10.11 II '|
|
AN
“| m/z 360 > 288
Haloxyfop 16.04 |||
JU
|'| m/z 501.1 > 349
Saflufenacil 16.20 ||
||I
Jv _
m/z 360 > 164
Clethodim 18.56
16.34 .
(l m/z 369 > 149
Methoxyfenozide 16.88 |||
JI‘ l\
m/z 327 >77
Triphenylphosphate (I.S.) 18.46 I
L
n m/z 886.5 > 158
Emamectin benzoate Bla 18.90 H
Il
ﬂ m/z 519.3 > 197
Fenbutatin-oxide 19.57 ||
T T T T T T T T T T T T T T T T T T T Jl‘\\* ]
1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20 21 22
Time (min)

B ~ 2 LC-MS/MS %~ F7sulfoxaflor ¥ 1278 B &4 & 2.2 p 4L =2 MRM

Wl
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Mtk - SR X R E9M L ES MAREREL S EF R P S8 E: T EEYLC-
MS/MS I 5 #-5%)

A7 4 B % L 12 Uppm)
. 1/Q3 | ALi
e , S I
we ek RET| TR |op | R B | A
A 1 3+ (m/z) ‘
BNV | V)
. o 360 > 164* 17/10 | 19
1 |Clethodim EUE 0.01 {0.01]0.01]0.01|0.01
360 > 268 30/30 | 13
. 7] 3 3 AR 392 >300* 19/19 | 15
2 |Clethodim sulfone o 0.01 {0.01]0.01]0.01|0.01
7 b 392 >208 18/20 | 21
. ) A & R AR A 376 >206* 18/20 | 16
3 |Clethodim sulfoxide .y 0.01{0.01]0.01]0.01|0.01
RS 376 > 164 18/10 | 24
) ! 886.5 > 158* 38/15 | 59
4 |Emamectin benzoate Bla |F]i= /7 0.01{0.01]0.01]0.01|0.01
886.5 > 82 38/14 | 55
. ) ) 519.3 > 197* 24/19 | 53
5 |Fenbutatin-oxide o1 By 0.01{0.01]0.01|0.01|0.01
519.3>351 24/16 | 35
_ . 369 > 149* 16/14 | 21
6 |Methoxyfenozide e 0.01{0.01]0.01|0.010.01
369 > 313 17/20 | 10
. . 501.1 > 349% 24/23 | 27
7 |Saflufenacil % 0.01{0.01]0.01|0.01|0.01
501.1 > 459 22/21 | 14
) o 302 >216* 27121 | 29
8 |Spirotetramat-enol RS B 0.01{0.01]0.010.010.01
302> 117 14/20 | 37
B 278> 174* 13/16 | 10
9 |Sulfoxaflor @A 0.01 {0.01]0.01]0.010.01
278> 154 13/15 | 27
LS. |Triphenylphosphate BEL = F fig 327>177 29/13 | 41 | - - - - -
R A
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A - ~24-DE3FLE2 L EF R RIES S 82 TR EYLC-MSIMS § 4+

7)
R A+ ¥ T2 % "Yppm)
1/Q3 | Aid2
RN , T SR+ (m/z) > QLR N
IR P2z FER |TB|V©p (M| | 5
A3 (m/z)
BNV) | (V)
, 219> 161* 1020 | 14
1 |2,4-D Z e 0.01 10.01|0.01|0.010.01
221>125 25/18 | 25
‘ 239 > 132* 27112 | 37
2 |Bentazone IR 0.01 10.01|0.01|0.010.01
239> 197 27/18 | 33
L 360 > 288* 20/20 | 15
3 |Haloxyfop £ %4 0.01 10.01|0.01]0.010.01
362 >290 16/20 | 15

*
¥
e

s #



