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Method of Test for Veterinary Drug Residues in Foods-
Test of Malachite Green and its Metabolite

1. BAEE  AB T EFAANRAKAESPIHELAERSWERA
U SRR -

2. ARER Y ik U RARE M % Bt G 3 547 ik (liquid chromatography/tandem
mass spectrometry, LC/MS/MS) -
2.1. £ & :
2.1.1. RABR AT B A IR
2.1.1.1. & F R : &R & F 1t i 8 F (positive ion electrospray
ionization, ESI™) o
2.1.12. B# % ' Symmetry® C8 » 3.5 um > P§4& 2.0 mm x 5 cm 2,
B & o ©
2.1.2. 34’8 # (Homogenizer) °
2.1.3. .S (Centrifuge) @ 3k 7T i 2400 rpm LA b3 o
2.1.4. #& % #(Shaker) °
2.1.5. Bl4g & 7% % E % E(Solid phase extraction vacuum manifolds) °
2.1.6. ¥ B4 2% (Vortex mixer) °
2.1.7. pH 3] & #&(pH meter) °

22, R LK~ FE - EORARCHRLEHRARBBTE
N,N,N’,N’-tetramethyl-1,4-phenylenediamine
dihydrochloride (TMPD) ~ ¥ &% -~ #4288 -~ 5288 8, —4n ~
BEERAR ~ 25%FK - BEEA R BRI R B R LA
# (malachite green, MG)¥ B8 A 4% % st (malachite green
oxalate salt) ~ & & A 7L #(leucomalachite green, LMG)
HBAZREL ) FLE KB F N IFEE D MGds

picrate) ~ 3R R FL& &k Bl 4 & M 3 AR £ &(LMG-d;) -

23 BRAMH
23.1. BB BESE P 50mL -
23.2. MG &k F X ¥ B 48 & B [E (Cation exchange solid phase
extraction cartridge) : Oasis MCX » 60 mg > 3 mL % F] & & °
2.3.3. JEBE ¢ FL48 0.22 % 0.45 um > Nylon #1 & -
23.4. REHR:100mL > B -
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24. RBIZAH -
24.1.01 M BB IER
BBAEALER 10.5 g » A FBE-F /KB AE Az, 500 mL -
2.42.02M Bk 8 4R
AL 8 =40 14.2 g0 B X BETFKIEAE AR 500 mL -
2.4.3. Mcllvaines & #78% -
B 0.1 M AEH B R 4455 mL & 02 M ik 5, =49 5%
54.5mL - 243G -
244, IR
B 25%&.7k S mL ~ 28 2 & 50 mL & ¥ &% 45 mL © R4
4 BRI .
2.4.5. TMPD &%
#EB TMPD S0mg > A FEEAME X EE SO0mL -

2.5. BEprasik AN
25.1. BEHABIBER A
FEERES B 4% 0.39 g N K BE T /K 900 mL - SABS BR SR A pH A
4.5+0.1 » B AndkdkFK4E R 1000 mL > 24 0.45 um 35 B i@
I BURRBEAER SABIEIR A -
252, BHAERB:
FRFEL 1mL> imE A 1000mL & > A#HEHaER&B -

2.6. MIZERRZAR
AR ENASTLE S BCR R A LK 54 5 mg X B & W 3R4E
B2 EEBE pRACHEERLEEEE S0mL 0 AP
BRI AR 20CHT A - R A IREE N IARER
RS 0 A LHEMIEE 100 ng/mL 0 4E & P IAZ BIEIR o

2.7 BERRZAY
BRABENSLEGRBRAUILELEY S mg 2 HBAZE
oo WEEME T > DR BEALE R EE SOmL 4 AR RER
o BAN-20CHBHER - EARRETRERRREGRE
ULHEHEZE 100 ng/mL > 1FARASFZRERIR - EAFREE
RAEZERE > LA S0% LR RMHFEER 0.5~10.0 ng/mL > 45 &
MERR > BRAFREY -
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2.8.1. ®E:
Hiaiimyn 0 UMEMM LR BUREY g BHERBT
BRBBECEY > mARIFEEZER 50 uL ~ TMPD %
#& 50 pL & Mcllvaines &% @ THE(1:1, VIVYIRAER
10 mL - 384 45 #1% > 7 2400 rpm #.3 20 548 - WL
£ FAR o B E P 20U B L Mcllvaines & #rAR -
CHE(LL vV)RAER SmL E42BE—R - A6 LER
AFALA o

2.8.2. #4b
BR28 LU RR  EATALA U FEE 2mL ~ BT K
2 mL & Mcllvaines % #7787% 2 mL /#7 2 Oasis MCX [ 48
HERE 0 AEAN0INBEER2mL > SAE#F/K 2.5 mL
FhmR o BABR - EBERENAEHILEL  RF R
50%FEE R 3 mL R ETH3 mL Fkik 0 BAEMAL
B 5 o4 e BUPRRIR SmL 4R B RR 7N S0C R
AR E 0 G WA S0%LEEER 1.0 mL o LA SRS S
BB 482022 um JE L BIE A EERIR o

29. MEGZBE

W ERARRBRRA AT ARE T > R 28 HAEMRR 0 i

S BBF Pl EATIRAB R AT BB E oA AFLE SRR R A

FLE SRR R B R L BB LAEGKR BRI

EHRE > »REARESR -

TR AR BT B Y AT R AR

FHEARER C A RS B IRUT P pl(vVV)RASVE AR S BE
R BATHRE M o

&5 Fa (min) A (%) B (%)
0.0 50 50
1.0 0 100
4.0 0 100
4.5 50 50
8.0 50 50

#EAmimiR - 0.3 mL/min -
%.tm % B (Capillary voltage) : 2.5kV o
&k F JR% B (Ton source temperature) © 100°C -
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BB RR L (Desolvatlon temperature) : 400°C -

AR X % & R 18 B4 X (multiple reaction monitoring
mode, MRM) - 18 ] & -7 ~ i 4 4% & & (cone voltage)
#17 $¥ 4E & (collision energy)4o F %

i THEF AT HEEE

PR e B V) (V)
MG 329 313 60 35
329 208 60 37
LMG 331 239 40 30
331 316 40 24
MG-ds 334 318 40 38
LMG-ds 336 239 55 30

T LE%E mz313 BRAILE%LE m/z239 -

2.10. 430 RE A A E R T
KBk B BUR IR BAZ B R & 20 pl > 2531 7ENRAB & 4 & B
ﬁm%ﬁ%¢ v B8 2.9 B AT N MARIRAAR B R
R P AF &&z%%Mm&yéﬁﬁﬁwmﬁ%%ﬁﬁm&
Bz RTFHHERXKRFREPEERBRALE 2
22 (ppb)
CxV
g F MG 5% LMG 2 4 &(ppb)= ———
M
C: @R ELKFHER T MG & LMG 2 £ # (ng/mL)
VAR R A 8 X A Z B H(mL)
M: RESHRBZEE(Q)

SEAR SR T 3R 2 5% 60 [ £ IR BK 3 2002/657/EC Z M4
18 8T 3R (%) B HE(%)

> 50 +20
> 20~ 50" + 25
> 10~20 + 30
=

10 + 50
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Ml AR EZHERE  FLELARRBRAILE 435405
ppb °
2. AR VPEABERBRERZIWYE 0 B ATH -




