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Abstract

This study was carried out to confirm analytical method of residual macrolides in livestock
products by LC/MS.

1. Macrolides were analyzed by LC/MS on XTerra Cis column with 0.126TFA(trifluoroacetic
acid)-methanol in a gradient mode as mobile phase, and that were identified by positive
chemical 1onization with selective 1on monitoring at 50~ 1000 mass range.

2. Residual macrolides were extracted from tissue with acetonitrile, and the extract is purified
with a Sep-pak Cix cartridge, and elute macrolides with 0.1M methanolic ammonium acetate.

3. The procedure confirms the presence of each macrolide at 50ug/kg in spiked sample.
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acid, dipotassium hydrogen phosphate &
AFERS, 718 5% dimethyldichlorosilane
in tolucne(Supelco)}
erythromycin 5% (Sigma) & zhzb A28}
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Elution solution : 0.1M methanolic

spiramyvcin,  tylosin,

ammo-
nium acetate

0.2M buffer solution : 34.84g dipotassium
hydrogen phosphatee distilled watertDW) 1
¢ol it

Mohile phase : 0.1%6TFA-2 N3 100°) methanol
& gradient mode® ARE3})
|

LC/MS+ HPAFS] HPIIOD seriess: A28}
Qo BEXAHE XTerra Cwloum, 3.9~ 150

), 7171992 chemstationg Ap&3to] &
23k Table 1).

Azxjgde]  AFREE vacuum  manifold:
SupelcoAl®] visiprep DL-2, SPE cartridges=

waters®} Sep-pak Cis plus cartridge(500mg) S
AbgEtg o 7HHsZ 7= Heidolph vv2001&
AH&-stg ot
Table 1.

Analytical conditions of macrolide

antibiotics by LC/MS

XTerra Ciz(5m, 3.9 < 150mm)
0.1%TFA-MeOIT with
elution gradient

1) 0 min, 0.1%TFA (100
2) 1 min, 0.1%TFAQ00)
3) 5 min, MeOH(100)

4) 20 min, MeOIT(100)

5) Zomin, 0.1%6TFAIO))

Column
Mobile phase

Flow rate 0.5m¢/min
Mass range 50-1000
MSD mode SIM
Injection vol 50ut

"TFA-MeOH : Trifluoroacetic acid methyl at-
cohol
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Mass spectrometer condition : Drying gas &

Table 2. lons monitored In SIM

ngmound m//‘at _PCI o
843.5 5405 5225
Tvlosin 9170 7428 5827

7[§ryth¥mmycin 734.8 576;7_ 522.67
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42 13¢/min, nebulizer pressures 30psi,
drying gas temperatures 350°C, capillary
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Fig 1. LC/MS ion current chromatogram of each drugs, obtained under PCl mode.

Peaks and

ions monitored : spiramycin(RT10.16 m/z8435 5405 522.5),

tylosin(RT10.86 m/z 917.0 742.8 582.7), erythromycin(RT 11.02 m/z734.8 576.7 522.6)
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Fig 2. Selective ion monitoring mass spectra of A) spiramycin, B) tylosin, C)

erythromycin, obtained under PCI.
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Fig 3. Extracted ion chromatograms of spiramycin at myz= 8435,
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Fig 4. Extracted ion chromatograms of tylosin at m/z=917.0, 7428,
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Fig 5. Extracted ion chromatograms of erythromycin  at
m/z=734.8, 576.7, 5226, obtained under PC! mode.
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