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mL/min, H: 84 30 “C, YRR 10 pl,
1.5 kAR KA §

P Bff PR L S 1 JEURE 25 AR M 0. 050 0 g, i3
YA R IF & 5 % 500 mL B9 25 & . BC B 100
pg/mLIAREN 90, B T 4 CUKAE P RA7. i
BF, FH UL 2l A A R B BT & Wk B2 A 1. 0.5, 0,10, 0,
20.0.,50. 0,100 pg/mL MIbRME TAEW, LA,
DA TET FRUA N A A | 245 ) vk B85 A A A AR A o it
2 ISR LR v il 2 [l 05 D7 B A O R B
1.6 MY R FHE XTI AERE
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Fig.1 Chromatogram of Mei-ting’s main

component standard samples
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1
Table 1

A8 R 4538 B 3 ) 7E B 22 i
The effects of the different dry

temperature on recovery(n=3)

B/ WSE A/

; o AR
&/ C (pg/mL) (mg/kg) mE/ % %0
i 22/ %

Temperature Mass Measured Recovery RSD

concentration value )

45 100 16.37+£1.34 16.37£1.34 14.18

5

50 9.30+2.03 18.60+4.06 37.81

30 100 75.6443.81 75.6443.81 8.72

50 31.864+1.99 63.714+3.98  10.82

(P<<0.0D), EUIERIZGH TR sAHE 78 30 T4
TR BEE ., BOEEE 30 CE NIRRT E .
24 HRBA EBERBEFOLLE

HH 2% 2 AT AR R 4R 2 8 E v R o
FL 20 A6 10 i 3R ARGk 2] 70 % LA b, BRI i R
KB ER HESABFE(P>0.05), HHEHRF

BRI B EEOK L BT LUAR AT AR O & E R AR
i H RN IE C BRI LR O BR . T LR O BEA
REARAFEAR B 20 J2 » HLAH IE © ke KR [l R A
6090 LA b, s £5 1 e 2RI

®2 HRBEFA EERENMLE

Table 2 The comparison of the commonly

deproteination and delipid solvents(n=3)

$RIBGRAE FRIBCH AT
e 7 /v I
Action of Extraction Wt 2/ %
. Recovery .
extraction agents agents RSD
% Mett 1 82.67+4.12  8.63
Hh$E Extraction 'l B Methano
NG Acetonitrile 78.32£3.71 8. 20

IEC%E(L2E) n-Hexane
IECHCFJZ) n-Hexane

L1 LT Ethylacetate — —
D= "R Bikgs R

0. 00 —

- e
LRI De-fat 87.04+3.90 7.76

“—”means no concrete results.

x3 AEMAEBAZENEER“EE"EMGRBEH@EER"
Table 3 The different pre-treatment method for the determination of Mei-ting recovery of raw materials residues
) 4 Groups
Wi H Items

1 2 3 4 5 6
0.5 mL Ji 84 Mobile phase 0.5 mL + — + — + —
0.5 mL £ ¥ Stock solution 0.5 mL — -+ — —+ — +
1 mL — 4 H & Dichloromethane 1 mL — — — — + +
e R >10 1% >10 fi% >10 fi >10 f% 0 0. 677 2

ceovery =10 times =10 times =10 times =10 times ’

D1.2.5.6 MK 0.5 g Hfas FILAHEL; 3.4 0 0.5 g s (INLAAE; “— "SRR A R AL “+ "R im T — & it

Xt ik 57 . The groups of 1,2,5,6 are blank grass carp muscle tissue of 0. 5 g; the groups of 3,4 are blank crucian muscle tissue of

”»

0.5 g; “—
25 HAFEMEE R E
% 3 ATAR .45 1.2.3 .4 752 1Y 14 B el
FL SRR T R 25 v BE 1 10 A5 LA B B IR
IR B L GE O e N R A U 25 W 4 B R B 5 )
TEA R NL H R b i e — Rk B 5 & A Y
Ji. T 3.4 ZH 5 E RIS LA ALY [l Ui R HE B
T RN R S TR R R B R T R 5.6
A2 LA U A & BEJE A 3 A
MARIAZ YR EE 5 A SRR 0%, mim A T
0.5 mL(100 pg/mL) A5 M2 W 0 55 6 241 [nl i %
R 67.72% (I 2 4350 R 25 bR RE A L PR 4141
D L Uk B 25 4 AE A B0 41 SR IR R AR R AR L
PR B 5 A 19 00 S5, U 6 I G0 TP o T A i b it 2
SRR R AN

means no added corresponding reagent; “-” means to add a certain amount corresponding reagents.
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il . 1 O b 228 L 30 “C e e vk 4 2% & 1 i Ak B 7
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=] =
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g g
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452: 100 | ,:n: 100F
S50 50F
; . U A
0123456789 0 1 2 3 4 5 6 7 8
i) /min Time i E/min Time

A. 25 % IR Blank control; B. AR # A LA Mark muscle tis-
sue of grass carp.
2 EANAAL MirEENANELBER

Fig.2 The chromatogram of blank and mark muscle tissue
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32 HuH
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W5 T SRR M B S ) E AT 20 B AR IR L R e
JEUR 2 B 1 WY R T IR b SOAS 1 1 T

e PR 1k 5 HY AR IE B A ) B9 — S Y e R AT 2
Py A B, e 2T UG 5E 07 JORL 25 5 95 fifp 1R A 2L 59
2% S50 SRR AT R B A DI L E R &
TR NI R T HE— P IRER
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Vi A 2 op W ) T AR RV B T ORI R
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Pretreatment methods for determination of Mei-ting residue in

fish muscle by high performance liquid chromatography

MA Rong-rong® HU Kun' WANG Yin-geng® WU Bing-xing’ YANG Xian-le'

1. National Pathogen Collection Center for Aquatic Animals ,Shanghai 201306,China;
2.Yellow Sea Fisheries Research Institute sChinese Academy of Fishery Sciences ,
Qingdao 266071 ,China

Abstract The effects of sample pretreatment on the detection of Mei-ting in the muscle of grass
carp was explored by high performance liquid chromatography. The results showed that the pretreatment
methods of extraction by methanol, purification by methylene chloride, vibratory centrifugation,defatting
by n-hexane,concentration at 30 °C by rotary evaporator,is rapid, sensitive, economical, safe and practi-
cal. The detection limit of Mei-ting was 1. 0 pg/kg. The recovery rate ranged from 67. 72 % to 95.52% at
the spiking level of 1.0-100 pg/kg and the relative standard deviation was 7. 76 %-37. 81%. The method
described here is suitable to measure the residue of Mei-ting in fish.

Key words raw materials of Mei-ting; residue; HPLC; pretreatment; fish muscle
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