F2T A % 1M FMKRFERCA RAF ) Vol. 27 No. 1
2015 %1 A Journal of Changzhou University(Natural Science Edition) Jan. 2015

XEHS:2095—0411(2015)01-0071-05

E&LEL/LC-MS-MSMIERKERFLERARK
ML ERAS

YR L B 5 5% A, E TR 9 B
M T B K 22 B B e VT35 6 213002)

TEE W9 T — g 2% 1k / LC-MS-MS Bt A £ AR D 5 iR K FL A8 A 58 (MG KR FL 8 A 4 (LMG) 3R B i 7 vk . RS iy
B & NG A TESR I L B0 2 UK 2 4 R B fb A (Cyclone P) 4k, DL 10mmol/L Z B2 8- Z B 0ok B AR eI = C18 #: | H
LC-MS-MS £;ill . Jrik4E 0. 1~10pg/ ke 5T 2 We B2 FBI A R AP IR HE 2 R . MGLULMG B K 3 B - 0. 1pg/ kg, 3 A He JBE Jinox ]
BNy 84. 590 ~99. 6 %0, M X ARMEM 22K 2. 7% ~5. 3%, %7 UL AL B AT G e a0 o b Dl i SR | R R B A S
FHF K 7= AL A g BT ok B o AT

SR AL B LC-MS-MS; FL4&E A 450 5

PESES:0657.6 SEEARIZAS A doi:10. 3969/ . issn. 2095—0411. 2015. 01. 014

Determination of Malachite Green and Leucomalachite Green in

Freshwater Fish by Online Purification and LC-MS-MS
DU Yan-yu,LUO Yi-lian, WU Dong-mei, WANG Bo-chao, WANG Jie-qiong
(Agriculture Beast and Fishing Product Quality Supervision Inspection and Test Center of Changzhou,
Changzhou 213002, China)

Abstract: A method was established for determination of malachite green(MG) and leucomalachite green
(LMG) residues in freshwater fish by online purification and LC-MS-MS technology. The samples were
vortex extracted and centrifuged with acetonitrile after adding internal standard. The extract was purified
by online column(Cyclone P), and then the target compound was eluted to C18 column with 10mmol/L
ammonium acetate-acetonitrile solution for further detection by LC-MS-MS. The method has a good line-
arity concentration range from 0. 1 to 10pug/kg, and the detection limit of MG/LMG is 0. 1pg/kg. The re-
coveries are 84. 5% —99. 6% by adding 3 levels of internal standard and the relative standard deviation val-
ues are 2. 7% —5.3%. The method is simple and rapid, reagent-saving and with high recoveries, sensitivi-
ty and good reproducibility, therefore it is suitable for malachite green (MG) and leucomalachite green
(LMG) residues analysis.
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Table 2 MS parameters
& F A b iR/ (E/eV) BEMIE/V
329.1/208.1 30
MG 95
329.1/313. 2P 23
331.1/239. 0V 12
LMG 86
331.1/316.0 5
334.2/213.2 33
MG-D5 99
334.2/318. 2" 29
337.1/240. 1" 40
LMG-D6 106
337.1/322.2 4
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Table 3 Precision and recovery(n==~6)
RT: 0.00-10.00
oo it MG Ga/ke) KW/ (ua/ke) WICE/ % RSD) %
0.2 0.18 91.0 3.5
so b MG 1.0 0.96 96. 1 2.9
NRFRTEr 5.0 4. 98 99.6 4.1
o B R ; 0.2 0.17 84.5 2.7
T LMG
s LMG 1.0 0.97 97.3 5.3
5.0 4. 86 97.2 4.8
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Fig. 1 MRM mass chromatograms of blank sample
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Fig. 2 MRM mass chromatograms of fortified sample
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Fig. 3 MRM chromatogram of positive sample
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