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8 & ¢ Mequindox 3 H X Zde 2 v
Method of Test for Identification of Mequindox and its Metabolites in Foods
Lo * R Aes > 24 * >0 4 ¢ mequindox (MEQ) % H 334 %537 &
Po (578 vt )2 FN o
2.tk D HRME TR S A K T R BT 3 & (liquid
chromatograph/tandem mass spectrometer, LC-MS/MS) 4 47 Z_
= vE o
2.1. %%
211 jpetp e BEH K
2111, 33k @ 7 FH+ i (electrospray ionization, ESI) -
2112, k47 ¢ - ACQUITYUPLC > BEHC18 > 1.7 ym > p j22.1 mm x 10
cm s & e & & o
2.1.2. = #(Homogenizer) -
2.1.3. % i#& & 75 B (High speed dispersing device) : SPEX SamplePrep 2010
GenoGrinder® » 1000 rpmZ + > & fo & 5 o
2.1.4. # . (Centrifuge) : ¥ i£4000 xgr4 + 4 -
2.1.5. ¥ # Jk g% ¥ (Nitrogen evaporator)
2.1.6. >R £ F(Vortex mixer) e
2.2. 3% | pasps(metaphosphoric acid)# & & 5 ¥ AL 2 ¢ 3198 Y AP
Rl s 4 83 k(0 7 et 25°Cw 218 MQ - cmi2 ) 5 MEQ
53 R AR5 o
23. BE 2 4R
231 H~g 1 50mL > PP -
2.3.2. gt 34720.22 pm > PVDFH1 T -
233. Z&#¥1mLz10mL -
2.3.4. F4p % P~ (Solid phase extraction cartridge) : Bond Elute C18 » 500
mg > 6mL > & &5 o
24, A AW
2.4.1. 0.3% Ak is ik
P~ mmAfal5 9> M3 B K3 R <500 mL -
242, ZBA R
B03%mAsfain i~ P pRE o U532 (VIVIV)Z_ v BIiR 3 > T
R
2.43.10%" pgi5 % ¢
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B9 10 mL > 4e 3 a3 -k 2100 mL o
25. #dApn iz yW:
251 #EApR AL
B¥oAgl mLo 4 33 k@ 21000 mL o SRR 0 Bk i 0E
FBEARRRA -
252, #4p% B!
B9 oasl mLo 42 %@ 21000 mL o SR SE 0 BRoR BT B
0% B e
2.6, B Az el
P-MEQI 53 ¥ * R 52 910 mg » AL T > & B T R R
TRII0OML FARERZ > LWL R B E LERER
e & > 1110%7 %% % - 2 BDMEQ ~ 1-DMEQ - 4-DMEQZ MEQ
32504 ug/mL » MQCA 52 ug/mL » & iTE 2% o
2.7. Wik B
271, Z B
W Wi E s P29 MR B Y o e X B3
10 mL> 2 B ik & 7% B > 1000 rpmdk F 5 B~104 480 £ 124000 xg
Bro2m & o ek P ik o RUAL Ao » FPAR10mL 0 £47 1
%ﬁﬁxli v & b ;Pi;‘,i& » AT AL o
27.2. &L
BTG IR 2 A% o A 0 FE AT iB5 mLE 2 g5 k5 mL
BAEZFARFI® o RIE R 0 A ke mLge 0 R AR
EMEZHilA 4 o 1T B8 mLP 4k > T R4 > 3T40°CokiE
PR FRIMkE > AT 10%T AR AT FII ML &
TRCE R TS 0 B TR o
28 W3RN
Beou f Al A ude 2 R R10 plo R2.7.8 B Wk 0 B iE
AR e
2.9, #FW|E%
HREEPRRZVHEHZRES b A8 Rip R {78 BT H&RY
BTHERRELAI  RBRREVHARTEREZFTERTZ S £
F R A a5 R 2
e An R 47 B R A 47 g 209
% 7%  ACQUITY UPLC > BEH C18 > 1.7 pm > P 2.1 mm x 10 cm e
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BEABR CAREBR M T AEEREFHR AT o
e [ (min) A (%) B (%)
0.0 > 2.5 85 — 75 15 — 25
25—35 75 —5 25 — 95
3570 5 — 85 95 — 15
7.0 —15 85— 85 15— 15

#F#4p ok 0 0.3 mL/min -
A ~% t5ulo
B3 iL B0 L ESIE g3 oo
7% 1* % %8751 (Nebulizing gas flow) : 3 L/min -
‘vt & #8705 1# (Heating gas flow) : 10 L/min -
fi % 78 & (Interface temperature) : 300°C -
A & T & (Interface voltage) : 4 kV -
#t7% & ¥ i & (Desolvent line temperature) : 200°C -
‘v # % %88 & (Heat block temperature) : 400°C -
¥¢ % F H8 752 (Drying gas flow) : 10 L/min o
WopEcsY 0 2 £ F & 8 Rl(multiple reaction monitoring, MRM) o i B
3 HQLUQ3IE & T & (QL/Q3 Pre Bias) 2 it fg 7 &
(collision voltage)4*i # o
P Lo AREAES AR - BRI $2 L 6 A ARtk @ 17 (<100%) 0 %

e e
10 $HAE S 5 & (%) % 3§ B(%)
> 50 + 20
> 20~50 + 25
> 10~20 +30
= 10 + 50
TAFERAITFEPE > TR Y 2RE 0 X L 2

2. 7'\’};65& = 2 ]5 (EIJ*&KQ_QFKTT%\ .
2. ’Fﬁ’?ﬁ’t‘ 75 E,%"*ﬁ‘%ﬁé—_%i*ﬁ F’EE‘E ’ }j:%_é %’T‘%’;g‘]‘ R
Tk
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54 K A7 Wl
2.56 m/z 219 > 143
| MEQ
2.75 m/z 189 > 145
| MQCA
5.32 m/z 203 > 144
1-DMEQ —> |
5.73 m/z 203 > 158
4-DMEQ —> |
517 m/z187 > 159
|
BDMEQ |
10 15 20 25 30 35 40 45 5.0 5.5 6.0 6.5 10
a1l

B ~ 12 LC-MS/MS %~ 47 MEQ % 5 5 # % &2 MRM ¥
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it 4 ~ Mequindox %538 2 4747 2. % & F & Rl e
s [ QUQS| .
. . A Rl e AT
A 24 4 BoRgs (2) > L | RE T
arusmo | | v | PP
V)

_ ) 187 > 159 12/30 20

1 1,4-Bisdesoxy mequindox (BDMEQ) 0.002
187 > 145 12/29 25
_ 203 > 144 12/27 20

2 1-Desoxy mequindox (1-DMEQ) 0.002
203 > 161 14/30 16
_ 203 > 158 13/10 21

3 4-Desoxy mequindox (4-DMEQ) 0.002
203 > 186 13/19 16
) 219 > 143 10/26 22

4 Mequindox (MEQ) 0.002
219 > 102 10/30 16

c Methyl-3-quinoxaline-2-carboxylic acid 189 > 145 12/27 14 0.01

(MQCA) 189 > 143 22127 | 16 '




