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tion efficiency ( Dilution) ( 1:2) o
1. 0.50 mL; 2. 1.0 mL; 3. 2.0 mL. FLX: fleroxacin;
NOR: Norfloxacin; CIP: Ciprofloxacin; SAR: Sarafloxacin;
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25 ~500 pg/l. 2.3 lfciency
1. H,0; 2. 10% C;0H; 3. 25% CH;O0H; 4. 50% CH;OH.
o () (x)
1, S/N=3 S/N=10 5 1.2 ~5.4 pg/L
3.9 ~18 pg/L. 1 5 (n=5)
3.3.2 Table 1  Limit of detection and limit of quantitation of quinolone antibiotics in
spicy soup (n=5)
1 mL 2.3
Quinolones Linear rang  Correlation coefficiency LOD LOQ
( pe/L) (R) ( pe/l)  ( pe/l)
6 FLX 25 ~500 0.996 1.2 3.9
; 6 d NOR 25 ~500 0.998 2.3 7.6
. 2, CIP 25 ~500 0.998 3.0 9.8
SAR 25 ~500 0.995 3.6 12
3.3.3

ORB 25 ~500 0.997 5.4 18
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HCX 2 5
(RSD n=6)
Table 2 Recoveries of spiked quinolones in spicy soup and
- relative standard deviations ( RSD n=6)
10 mg intra-day inter-day
Quinolones Added Recovery  RSD Recovery  RSD
(ng) (%) (%) (%) (%)
. . 25 95.2 3.0 94.0 3.2
. . . FLX 100 105.3 2.1 103.1 2.0
500 98.7 2.7 106.8 4.3
/ ° 25 81.5 2.2 85.8 3.5
HCX NOR 100 87.7 1.8 82.1 2.3
500 76.6 3.0 78.4 2.7
® _ 25 94.8 1.9 93.1 2.5
cIp 100 95.1 3.0 97.1 3.1
500 102.2 .6 95.6 2.9
25 104.8 3.0 110.3 3.7
,® - SAR 100 99.4 4.3 101.8 3.8
500 96.4 4.3 92.6 3.0
@ 25 72.1 4.0 80.5 4.2
! ORB 100 75.7 2.4 74.7 2.1
500 90.2 3.2 88.8 3.7
(A) o] (|)|
( ) , @ Co_H
B \O/
=TT o :5::
(B)
3.3.4
3) A AAAAAAAAAAAANAAAAANANAAAN
NNANNNNNNNNN NN NN NN NN NN
6 (A) (B) -
° Fig. 6  Schematic diagram of the interaction between ( A)
3.4 quinolones and ( B) sulfonated polystyrene-polyvinylpyrroli—
done co-spinning nanofibers
2.3
7o 7 0
3

Table 3 Comparison of differentsolid phase extraction

Sampl Extraction Time of Organic solvent Evaporation under Recovery Ref
ample method pretreatment ( mL) nitrogen stream ( %) el
Vegetables HLB Column >1 h 12 yes 61 ~90 8
. HLB Column >40 min 3 yes 70 ~103 6
Animal muscle
. HLB Column >50 min 5 yes 70 ~ 106 20
Animal muscle
Spicy soup HCX Column 40 min 0.2 no 72 ~110 This work
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Determination of Quinolones in Spicy Soup Using Packed Fiber
Solid Phase Extraction and High Performance Liquid
Chromatography-¥luorimetric Detection

DENG Si-Wei' DENG JianJun> WANG Ting-Ting’ WANG Yu' KANG XueJun™ '’
'( Key Laboratory of Child Development and Learning Science ( Ministry of Education) —Research Center for Learning Science
Southeast University Nanjing 210096  China)
*( Suzhou Donggi Biological Technology Co. LTD Suzhou 215103 China)
*( Laboratory of Environment and Biosafety Research Institute of Southeast University ~Suzhou 215103  China)

Abstract  An analytical method for simultaneous determination of five quinolones in spicy soup was
developed. Spicy soup samples were firstly extracted by EDTA-Mcllvaine buffer at pH 4 then purified and
concentrated by a novel Packed fiber solid phase extraction ( PFSPE) coulumn. The extracted liquid
supernatant was loaded onto the column rinsed with water and then eluted with 2% ammoniated methanol.
The mobile phase was methanol-water-phosphoric acid (25:75:0. 1 V/V adjusting the pH to 2. 8 with
triethylamine) . These analytes were quantified by high performance liquid chromatography-fluorimetric
detector( HPLCFLD) at excitation and emission wavelength of 280 nm and 450 nm respectively. Recoveries
of spiked quinolone antibiotics in spicy soup were from 72. 1% to 110. 3% with intraday relative standard
deviation ( RSD) between 1. 6% and 4.3% and inter-day RSD from 2. 0% to 4.3% . Limit of detection
(LOD) and limit of quantitation( LOQ) were from 1.2 to 5.4 pg/L and from 3.9 to 18 ug/L respectively.
The method could be applied to determine the quinolones in spicy soup.

Keywords  Spicy soup; Quinolones; Packed fiber solid phase extraction; High performance liquid
chromatography; Fluorimetric detection
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