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Abstract: A rapid analysis method was established for determining the ribavirin residue in poultry meat through purification by
solid-phase extraction and analysis by ultra-performance liquid chromatography-tandem mass spectrometry. After enzymatic hydrolysis with
acid phosphatase at 37 C, the samples were extracted with acetonitrile and purified with an EMR-Lipid solid phase extraction column to remove
liposoluble substances. The purified sample solution was subjected to separation using a BEH Z-HILIC column (100 mmx2.1 mm, 1.7 um) and a
mobile phase consisting of acetonitrile and 0.1% aqueous formic acid solution (containing 5 mmol/L ammonium formate) for analysis by
tandem mass spectrometer in positive electrospray ionization mode with multiple reaction monitoring (MRM). An isotope-labeled internal
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standard method was used for quantitative analysis. The pretreat conditions, HPLC conditions and mass spectrometry parameters were

systematically investigated. This method showed good linearity in the range of 0.05~5 ng/L with the limit of quantification (LOQ) being

2.0 pg/kg. When the spiking levels were 2.0, 4.0 and 20.0 pg/kg, the recoveries of ribavirin were in the range of 94.5%~112.0% with the relative

standard deviations (n=6) being 1.4%~3.2%. Compared with the standard method, this method is simple and rapid, thus suitable for batch

analysis of ribavirin residue in poultry meat.
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Table 2 Comparison of results by different quantitative methods
EEF N oK/ (ugke)  BEOKT/(ugkg)  EHCE/Y%
AR FATAE ) R IR E 10.0 5.5 55
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~ 4 L ~ .Ox -
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= =
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FJ 8] / min A ] / min
c 1.0x10* d 20x10°r
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% % 1.0x10% |
[ind 3 e
= 5 0x10° ribavirin E S ox10°h
0‘0 1 1 1 1 1 1 0.0 __) 1 1 1 1 1 1
3.0 32 3.4 3.6 3.8 4.0 3.0 32 3.4 3.6 3.8 4.0
Fif 18] / min Fif 18] / min
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Fig.6 Characteristic ion current chromatograms of standard solution (a), blank sample (b) and LOQ (c), 10 LOQ (d) spliked sample
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Table 3 Analytical results of ribavirin at different spiked levels (n=6)

LOQ 2L0OQ 10LOQ
AR T ek R ER EORE  ERE ORER EHORE  ERE HEE
(ngkg) % % (ngke) % % (wgke) % %
1 2.19 109.5 3.93 98.2 19.5 97.5
2 2.10 105.0 3.92 98.0 20.3 101.5
3 2.24 112.0 3.86 96.5 19.8 99.0
b 3.2 1.4 2.1
4 2.11 105.5 3.78 94.5 20.1 100.5
5 2.20 110.0 3.90 975 20.7 103.5
6 2.06 103.0 3.90 97.5 20.2 101.0
1 2.11 105.5 3.87 96.8 20.2 101.0
2 2.06 103.0 3.92 98.0 19.6 98.0
3 2.23 1115 3.82 95.5 20.3 101.5
L) 3.1 1.7 25
4 2.09 104.5 3.87 96.8 19.1 95.5
5 2.16 108.0 3.96 99.0 194 97.0
6 2.06 103.0 4.01 100.2 20.1 100.5
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