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Abstract; Objective To establish a method for simultaneous determination of 8 qunolone residues ( enrofloxacin,
danofloxacin, ciprofloxacin, norfloxacin, pelfoxacin, sarafloxacin, difloxacin, ofloxacin) in fish meat by high performance
liquid chromatography-tandem mass spectrometry ( LC-MS/MS). Methods Deuterium substituted reagents used as
internal standards were added to fish meat samples before extraction. Samples were extracted with acidified acetonitrile,
cleaned-up by hexane, and concentrated with a rotary evaporator. The mass spectrometer was operated in the positive ion
mode using multiple reaction monitoring (MRM). Results The average recoveries of 8 qunolone compounds added at 1. 0
and 3. 0 wg/kg were in the range of 88. 4% -114. 9% . The detection limits of compounds with the method were ranged from
0.03 to 0. 1 pg/kg. Conclusion The method is suitable for quantitative and qualitative detection of quinolone residues in
fish samples, with advantages of quick, simple and repeatable.
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Table 1 ~ Gradient elution program
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MS/MS &4« HL 55 85 11 IR 143l 2
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Table 2 MS/MS parameters for qunolone compounds

a BB (m/2) FET(m/z) W (V) TR L E (V) WAL &

FRAT R 358.0 340.0° 88 21 SRS HE B -D3
254.9 88 41

o873 360. 0 316.0° 88 17 T EE Y B-DS
244.9 88 25

HHR 332.0 314.0° 78 17 ARV R -DS
230.9 78 37

PRI A 320.0 302. 0° 74 17 AR B -DS
233.0 74 21

Bwv R 334.3 290. 3¢ 78 13 TAREE RIS B -DS
233.2 78 25

R 2 400.0 356.1° 78 17 SRR IR I -D3
299.0 78 25

FUEORUgE! 386.0 342, 0° 78 13 SRR I R -DS
299.0 78 29

AR A 361.9 318.1° 78 17 STAR BRIV 2 -D3
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TRARH NS B -D8 340.0 249.1° 74 25

SRAH RS B -D5 325.0 281.1° 74 13

SARET D B -D5 339.0 238. 1% 74 25

SARKUR TS B -D3 403.0 359.1¢ 78 17

AR 2 -D8 394.0 350. 1° 78 17

SAR SIS B -D3 364.9 321.1° 78 17
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Table 3 Recoveries, detection limit, regression equation and regression coefficient of qunolone compounds in fish samples(n =6)

IR
& ot R ( g/ kg) 1.0 pg/ke 3.0 pe/ke [ 597 A 28 ()
FRWIR(%) RSD(%) FHEIEHR(%) RSD(%)

FHEV R 0.1 106. 6 3.6 95.4 7.3 y =0.02454x +0. 04842 0. 9989

B g 0.03 105.8 2. 88. 4 5.7 y =0. 03724x — 0. 04107 0. 9926

EINISR U 0.1 114.9 3.3 112.3 4.7 y =0. 1851x +0. 6005 0. 9984

WU 0.1 108. 6 5 95.7 3.1 y =0. 05689x — 0. 04155 0.9979

R & 0. 05 112.7 2.7 95.8 6 y=0.07491x +0. 1618 0.9977
R 0. 02 107.5 2.6 9.5 45 y =0. 03618x +0. 02062 0. 9990
iy a2 0.04 105.8 3.2 96. 2 4.3 y =0. 04061x +0. 01611 0.9976
AR 0. 04 109. 3 2.4 93.8 4.4 y =0. 01432x +0. 003117 0. 9986
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0.5 02}
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. & 150 =& 20
ﬁ 1.5 ﬁ i = = orof
0.5F 05r 0 I o Y T
70 44 48 32 36 e 36 40 44 48 32 SRR e
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*x103F RT=4.649min x103L RT=4.619min <103 RT=6.862min <10k RT=6.861min
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a " 02
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Figurel ~ Chromatograms of 8 quinolone drugs and internal standard spiked in fish sample in SIM mode (added level 1. Opg/kg)
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