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D etemm ination of Seven F luoroquinolones R esidue in A quatic
Products by Solid-phase E xtraction-HPLC
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Abstract A reversed-phase HPLC m ethod for analyzng seven flhioroqumno bnes resdue n aquatic
products (Anguilla anguilla, Penaeus vannam ei andO reochromis spp ) w ith fluorescence detectorw as
developed The flioroqu no bnes resdue w as extracted by phosphate purified w ith n—hexane and solid-
phase extractbn quantified using extemal standard calibratbon method The m nmum added
concentratbn was 5 0 Hg/kg for norfbxacn, cprofbxacn and enwfloxacin 1 0 Hg/kg for
danofloxacin 4 O M g/kg for pefloxacin 20 0 Hg/kg for sarafbxacn and 3Q 0 Hg/kg for ofloxacn

The average recoveries of the seven fluoroquinolones in aquatic product ranged fran 7% to 95% , w ith

relative standard dev Btons of 1. 3% -9 3%. The lim it of detecton (LOD) was Q 075 84 Hg/kg
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the lIm it of quantification (LOQ ) was0. 23-19 48 Hg/kg Sam ples obtaned optonally fran shanghai
tem nalm akketw ere analyzed w ih the established m ethod, and no flioroquno bne was detected.
Key words <o lil-phase extraction high perfom ance liquid chram atography, fluorescence detector
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Table 1 Linear ranges regression equatbns of the 7 fluoroqumnolones
RZ
Fluoroquino bnes R egression equatons C orrelation co efficient Linear ranges/(m g/L)
ofbxacin Y=49 1%- 3. 637 09989 0. 025~ 5.0
pefloxaci Y=709 k- 16.33 0999 7 0. 005~ 1. 0
norflxacin Y=524 x- 1258 0999 9 0. 005~ 1. 0
ciprofloxacin Y =496 3%x-11. 36 0999 7 0. 005~ 1. 0
dano fbxacin Y=4863- 28 63 09999 0. 001~ 0. 2
enrofloxac in Y= 865 6x-20.73 09999 0. 005~ 1. 0
sarafbxacin Y=258 4-31.52 0999 7 0. 025~ 5. 0
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Tabk 2 Results of recovery, precision, LOD and LOQ of the 7 fluoroqumnolones

Average recovery Mo
Fortified lkevel/ LOD / LOQ /

Fluoroquino bnes

(Hg/keg) Anguilla anguilh  Penaeus vannam el O reochran is spp RSD /% (Hg/kg) (Hglkg)
ofbxacin 300 87. 4 82 6 80. 3
31 5. 84 19. 48
200. 0 89. 0 84. 7 8L 7
pefbxacin 4.0 781 77. 1 75. 2
38 0.33 L 09
10. 0 75. 4 76. 1 76. 7
norfbxaci 50 80. 9 83 7 82. 2
23 063 209
20.0 81. 4 84. 4 8L 4
ciprof bxaci 50 86. 2 83. 6 85. 9
31 073 243
20.0 89. 5 85. 5 84. 5
dano fbxacin 1.0 950 84. 0 80. 1
5.3 0. 07 0. 23
10. 0 90. 0 86. 4 8L 4
enrofloxacin 50 80. 5 82 8 8L 6
1.3 052 L 75
20.0 82 2 8L 7 82 2
sarafbxacin 20.0 77. 9 83. 2 78 1
20 239 7. 97
90.0 79. 4 81. 3 79. 4
2 2
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Fig.2 Chromatogram of blank sample )
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