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Abstract: To establish a method for determination of gatifloxacin in beef by liquid chromatography — tandem mass
spectrometric (LC — MS/MS) , beef samples were extracted with 80% (V/V) acetonitrile solution and then the
extracts were purified by the Prime HLB solid phase extraction. The gradient elution was carried out with 0. 1%
(V/V) formic acid methanol and 0. 1% (V/V) formic acid water. Positive ion scanning mode of electric spray ion
source( ESI* ), multiple reaction monitoring ( MRM ) , internal standard method were applied for quantitative
analysis. There was a good linear correlation between the peak areas and the concentrations of gatifloxacin at the
range of 1 —100 ng/mL(7*> =0.999) , the limit of detection and limit of quantification was 1.0 and 2.0 ng/kg.
The recovery rates were 64.2% —114.6% and the relative standard deviations were 5.5% —9.7% (n =6)at the
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addition levels of 2. 0, 4.0 and 50. 0 pg/kg. This method is fast, accurate and sensitive, can be used for

determination of gatifloxacin residues in beef.

Key words: liquid chromatography — tandem mass spectrometric; beef; gatifloxacin; residues
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Tab 1 Liquid chromatography gradient elution program

e R L
0 0.3 10 90
0.5 0.3 10 90

1 0.3 30 70

3 0.3 30 70
3.5 0.3 90 10

4 0.3 90 10
4.5 0.3 10 90
5.5 0.3 10 90
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Tab 2 Parameters of multiple reaction monitoring ion determination of gatifloxacin and Ciprofloxacin — Dy
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2.2 EiEK ML ETSHICER D
B ZEACI A (3 R 58 A WS - KRG NG
- KRG, WL C i 35 VAR ELA RS IR, ok
HIRE — KVE R iat sl A, ESTY BR 7 B AR th 35 m
AHERRE(E HEAL G W 0 7 A LA R . kT

jtsx2300000021 Sm (Mn, 1x2)
250

HE IR V0 B B A — T P06 3 2o 181 R 32 e
FRIPAEE i RfE A A AH: B AHR 30: 70 S8R
A4y B o T IR 2% Tl A v o5 R
o HARTR] ) 5 0 | fB5 28 FRE S b i T34 58
PO, HARPEIE Echs g R ILE 1 ~ /] 3,

MRM of 3 Channels ES+
376.1 > 332 (jtsx)

100 238618\ 2.41e6
| S | Area
0 S\

I RN AR RN AR RN LN R UL EERE AL RAREN UEARY EREES RALES CRELY LERED ERRES BALEN EREEY
-0.00 0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00
jtsx2300000021 Sm (Mn, 1x2) MRM of 3 Channels ES+
1004 2.50 376.1 > 261 (jtsx)

1 153324 1.57eb
39_ “v\ Area
. J\

RN AN ALY UL I IEIUE S LU IS RS L LA RIS RN LR R IR UL BT R |
-0.00 0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00
jtsx2300000021 Sm (Mn, 1x2) MRM of 3 Channels ES+
100+ 198 340.1 > 322.05 (hb-D8)

] 97538 [\ 1.17e6
o "Ill 4;16 454 Area
% A 21815 761957\
G:""|""|""|'"'|""|""|""|"¥"|'\"_'|""|""|""|""|""|""|""|""|"T_'/'|""|""|
-0.00 0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00

El1 hnEibEfRER(10 ng/mL) HEEE
Fig1 Chromatogram of gatifloxacin(10 ng/mL)
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Fig 3 Chromatogram of beef sample with added gatifloxacin (4.0 pg/kg)
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Tab 3 Results of recovery and precision of the method
IR/ (pg - kg ™) vk /% i1t/ % A it )
Added ‘ Bate Recovery Average Recovery Inter - assay Between — assay
concentratio RSD/ % RSD/ %
I 69.4 73.2 78.1 90.4 80.4 85.5 79.5 9.7
2.0 I 92.5 84.6 88.7 78.5 90.4 102.1 89.5 8.9 11.6
11 78.7 70.6 64.2 75.2 76.8 80.5 74.3 8.1
I 84.7 82.5 94.2 78.7 90.6 78.1 84.8 7.6
4.0 I 93.5 88.7 90.2 82.5 99.7 91.8 91.1 6.2 8.1
111 90.4 84.4 79.6 88.2 70.6 85.4 83.1 8.6
I 94.5 114.6  105.4 102.8 93.4 97.7 101.4 7.9
50 I 104.5 102.8 97.6 108.4 99.4 92.7 100.8 5.5 6.7
111 89.2 96.4 106.8 95.2 94.7 106.5 98.1 7.2
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