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Method of Test for Veterinary Drug Residues in Foods -
Test of Malachite Green and its Metabolite
Lo B AR R kAR RS A SRR T
ILEZZ e o
2. W& 2 L Ap kA7 8 BE 4 7.2 (liquid chromatography/tandem
mass spectrometer, LC/MS/MS) °

2.1. %% ¢

211, R kAT B BT HA TR
2111, 33 h ¢ R 4+ it & 33 (positive ion electrospray
ionization, ESI") o
2.1.12. K47 ¢ : Symmetry® C8 > 3.5 um > p f£2.0mm x 5 cms* e

2.1.2. =7 ¥ (Homogenizer)
2.1.3. #.< #(Centrifuge) @ #:#& ¥ :£2400 rpm 2} ;FL‘Z o

2.1.4. =i %= (Shaker) °
2.1.5. H4p E 7 % P~ % % (Solid phase extraction vacuum manifolds) e
2.1.6. a2 & F(Vortex mixer)
2.1.7. pHiP| =_ik (pH meter) °
2EE LR TR D e A R g Ak 1
N,N,N’,N -tetramethyl-1,4-phenylenediamine
dihydrochloride (TMPD) ~ * B ~ & 54 ~ FAph 3 - 4 ~
if ek~ 25% % (K ~ ik 2 B pLIog REH IV
% (malachite green, MG) ¥t & * 1% % (malachite green
oxalate salt) ~ :& i 3]3t 4 % (leucomalachite green, LMG)
HRriREs it ESER E )RR S MG
picrate) ~ B J 33t 4 ¥ ':7? P FRERIE S (LMG-ds) -
23, BEZ 4L
23.1. £ BEe g 50mL e
2.3.2. B#F R 3 F4p % B~ ¥ (Cation exchange solid phase extraction
cartridge) : Oasis MCX > 60 mg > 3 mLz" p % & ©
2.3.3. JgM 1 34 420.22% 0.45 um > Nylontt i -
234, &% 100mL > 44 -
e IES-
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2.4.1.0.1 Mg e %

PR 105 g 24 85 K03 3 2500 mL o
2.42.02 MEpe & = 4pi3 0%

HPRARLE 4 142g0 112 S olR R 500 mL ¢
2.4.3. Mcllvaines s =% /% :

P~0.1 M #5372 4455 mL 2 0.2 MEipk 3 = 4073 i 54.5
mL - R &35 -
244, F ik
P25%% "KSmL ~ ¢ faz iS50 mL% ¥ fgg45mL > R 323 >
p‘?’?’ F’?fz% %ﬂ

2.4.5. TMPD% i% -
H-BTMPD 50 mg > 2 ¥ f§ 7% f& 5 € % 150 mL -
25 pdqpp iAW
2.5.1. #EARIBRA
HPP FE420.39 g3 20 3 33 K900 mL > 11 fiF A AFpH £ 4.5
£0.1 > £ 42 33K @ 21000mL - 14 0.45 umifg "B R 0 B
TR BT B ARIA RA -
252, ## 4% %B ¢
BP9 plml o 432 %1000mL? - 5 A8 4p730%B -
2,6, pRREER R AE
E\#géw"*tf/‘@&«?}%’ A3 E % L 95 mg2 ok P RRRE
o AR R 0 A BT A ET 2% 250mL 0 1F L p IR
;;-a,,;, ; ﬁ%*?—ZOOCET FHEY o R E PN IR RIS
(5 e AT 100 ng/mL > (€ 5 ] RER I o
27. BB R AY
PR E T F IR S E BRI RS L NS mg R RS
ﬂ%r%@ Al FARY K 350mL 0 (7 LR Rk o @
kI-20°CRT i E % o R P EPREERFRRAEL > U A
F2100ngmL> TR ERERRZ - PFRFERELER
it 1150%2 ¥ R AL 0.5~10.0ng/mL > iFEARER R TR
A
28 iR AW
2.8.1. B
Rt Bty o WIBFSIBEG B g g HEfEE B
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R BYLC F ¢ o ben pFRARE R R 50 uL s TMPD% /,QSO ul
% Mcllvaines’ 4 % © ¢ % (1:1, v/iv)iR £ 73 /,QlOmL iR
BB ASF e o 12400 rpmAEes 204 48 o Tl ER 0 s F
¢z k4 £ 2 Mcllvaines# 7% % 1 ¢ % (1:1 V/V)M LA
SmLE Ak iF- % o & F iR B
2.8.2. Fiv :
BB &R AR o i 0 FER P BE2 mL ~ 2 3T K2
mL % Mcllvaines 3 #3 ;% 2 mL ¥ ;% 2_ Oasis MCX # 4p % B~
mo g ~01NRFRLA ZR2mL> IR A }\25mLP IR
AR FARE B UE 2R C 0 BB IUS0%T BB R
3mLz e =3mlifiefs » LB fFicfSA s R
SmLF o e B Rk 0 2050°C T F F RAE 0 R T 4t~
50%¢ i3 1.0mL > 1R & BARE IS I 0 5022 pmiy
"’i@;ﬁw;lﬁuf%ﬁng 0
29, ¥ E 2z BT

HrAEE B’*”}“’—.E,p,,g,] e TG Y > R28F B AR T A

TR EEFRADE TR BT AT 0 IV %2 R RS

Bl e SRR R 2o R G o BRI %%z BRaa g

BER > A uEITHRER o

RAR R AT B BB RS A 7R EE
BEARG R T AREBR LT S B(VV)R E TS B AR

R REHR AT

p¥ ¥ (min) A (%) B (%)
0.0 50 50
1.0 0 100
4.0 0 100
4.5 50 50
8.0 50 50

# o iﬂil ik 0 0.3 mL/min o

£ g % & (Capillary voltage) : 2.5kV o

AL ,},%z & & (Ion source temperature) : 100°C -

7% ¥4 478 & (Desolvation temperature) : 400°C o

BoplBcst 0 F £ F & o B HCFY (multiple reaction monitoring
mode, MRM) - ¢ B 3+ ~ i& 4% 44 7 /B (cone
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voltage)£? zi- 3 st € (collision energy)4c™ % :

45 * + AT AR aE

(m/z) (m/z) BRV) (eV)

329 313 60 35
MG

329 208 60 37

331 239 40 30
LMG

331 316 40 24
MG-ds 334 318 40 38
LMG-ds 336 239 55 30

e
2.10. #FHR%E2 7

DAV RS R mz313 0 BRI S R m/z239 ¢

TRl

AR 2 R ER IR 220 0L 0 A B~ R AT E T

AR

SRR2OGiF A8 17 4 47 > iRk SRR R AT

HE 2 FGERZ S EF R RAPHRES B REOEN 2 T &
TR RERY VR E BRI %2 2 E(ppb)

¥4 ¥ MG LMGz % € (ppb) =

CxV

M

C:d f8RE£FHH Y MGALMG2 ik B (ng/mL)

Ve

{5 4 % F 2 M (mL)

M : B A ka2 £ £ (g)
EOUAREHS R 2 F R SR E R 2002/657/EC2 g
1S %R (%) % 3 # B(%)
> 30 + 20
>20~50 + 95
>10~20 + 30
= 10 150
L L RS LR NUE S E SR B R AT R $5505

2. 85T FF B HRKRLEE LT P FFEH -



