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ABSTRACT - Analytical method for determination of florfenicol was developed for estimate veterinary drug
residue of unestablished MRLs in meat. The method was validated in correspondence with the CODEX guideline for
florfenicol residue in meat. The samples mixed with sodium sulfate were extracted with ethyl acetate. After clean-up,
the residue was dissolved in mobile phase and analyzed using high-performance liquid chromatography with fluores-
cence detector. The calibration curve showed good linearity(r*=0.9997) within the concentration range of 0.05~1.0 mg/
kg. The limit of detection(LOD) and limit of quantification(LOQ) were validated at 0.012 and 0.039 mg/kg, respec-
tively. The recoveries in fortified meat ranged from 85.6 to 95.6 %(1.1~5.3 % RSD) at the 0.05 to 0.4 spiking levels.
We monitored 150 samples of meats that were purchased in Korea(Seoul, Busan, Daegu, Dagjeon and Gwangju).
Among tested samples, florfenicol was detected in 1 of pig at the level of 0.040 mg/kg, and below LOQ in 1 of cattle,
2 of pig and 2 of chicken. The residues of florfenicol in the tested samples were within the MRLs.
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Table 1. Analytical conditions of HPLC for florfenicol
Analytical conditions

Column Merck Hybar C (4.6 X 250 mm, 5 um)

Mobile phase 0.01M oxalic acid : acetonitrile : metha-
nol(6:3:1, v/v/v)

Detection FL ex.=327 nm, em.=369 nm

Flow rate 1.0 mL/min

Column temp. 35°C

Injection volume 10w
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Fig. 1. Typical chromatogram of florfenicol for (A) standard flo-
rfenicol (0.4 mg/kg) (B) blank cattle, and (C) spiked cattle with
0.4 mg/kg.
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Fig. 2. Typical chromatogram of florfenicol for (A) standard flo-
rfenicol (0.4 mg/kg) (B blank pig, and (C) spiked pig with
0.4 mg/kg.
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Fig. 3. Typical chromatogram of florfenicol for (A) standard flo-
rfenicol (0.4 mg/kg) (B) blank chicken, and (C) spiked chicken
with 0.2 mg/kg.
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Fig. 4. Calibration curve of florfenicol.
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Table 2. Calibration equations, LOD and LOQ for florfenicol

Calibration Correlation coefiicient LOD LOQ
©) (mg/kg) (mg/kg)
y=452543x + 1259.5 0.9997 0.012 0.039

Table 3. Recoveries of florfenicol at different spiked level in food
samples

Sample (Isﬁ)gl/k;g) Recovery(%) RSD(%)
Cattl 0.1 87.6 48
attle
0.2 923 1.3
uscle
M ) 04 92.0 1.1
Pi 0.1 933 34
1g
0.2 90.5 2.3
uscl
(Muscle) 04 85.6 11
Chick 0.05 95.6 53
cken
0.1 92,9 32
uscle
™ ) 02 95.4 1.0
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Table 4. Residuals of florfenicol in food samples
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Number of sample ~ Residual level "MRL(mg/kg)
Sample Number of sample detected (mgke) 5] TSA Tapan
Cattle (Muscle) 50 1 <LOQ 0.2 03 0.2
Pig <LOQ(2 samples), )
(Muscle) 50 3 0.040(1 sample) 03 02
Chicken 50 2 <LOQ 0.1 - 0.1

(Muscle)
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