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Study on Determination of Residues of Macrolides and Lincosamides Antibiotics in
Eel by Ultra—performance Liquid Chromatography—Electrospray Tandem Mass

Spectrometry
Liu Zheng—cai , Yang Fang, Lin Yong—hui, Zhang Qiong, Liu Su-zhen, Su Zhi-jiao, Pan Ying—fen
Fujian Entry- Exit Inspection & Quarantine Bureau, Fuzhou, Fujian350001, China

Abstract An ultra- performance liquid chromatographic method with tandem mass- spectrometric detection was developed for
the simultaneous analysis of 9 macrolide and lincosamides antibiotics in eel. The samples were firstly dispersion with phosphate
buffer buffer solutions; The target compounds were extracted with acetonitrile, and then cleaned up with solid phase extraction
cartridges, followed by liquid chromatography- tandem mass spectrometry analysis. The range linearity was from 0 to 100u g/L
and the linear correlation coefficient was more than 0.9900. The method was validated at 1.0, 2.0 and 4.0y g/kg. The validation
results were as follows: the average recovery for all the compounds was 70.26%~124.22%, variation coefficients was 1.31% ~
16.00% .The results showed that the established method was fast, effective, specific and quite suitable for identification and
quantity of macrolide and lincosamides antibiotics in eel.
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Table 1 LC-MS/MS parameters for the macrolide and lincosamides antibiotics analysis

(min) mg CR;‘; ¢F

: o am mEER .
z U200 ceis O 2
; L o
: oo momE o
: on 2w TEER s 3
; AT o =
7 Moo mEmmE
; N0 nens 1
9 I R

2.3
. 2.4 O
SPE
PH 7.0 Oasis HLB Cyg
R Oasis HLB
1.

[—TvL —=—TiL —=—spu =~

MALs_HLB#EAR dh £

0.8 1 1.6

2 2.5 3

PERL B (mL)

3.5 4 4.8

B E. B L]

ERM —W— OLM —=— JOS —+— ROM

KIT —— LIN |

E1 oML &7ESPE(Oasis HLB,60mg/3mL)_t i3k it il 2%
Fig.1 Elution curves of 9 analytes on Oasis( HLB)SPE cartridges(60mg/3mL)
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Table 2 LOQ and regression equations for every compound

ng/mL (vy) LOD pglkg LOQ wolkg

0~100 Y=1617.92X+14.9554 0.9994 0.2 1.0
0~100 Y=435.17X-1.69193 0.9976 0.3 1.0
0~100 Y=106.114X+4.93933 0.9963 0.3 1.0
0~100 Y=73.5162X-0.02222 0.9933 0.3 1.0
0~100 Y=2583.43X-23.7854 0.9994 0.2 1.0
0~100 Y=367.231X+23.8322 0.9992 0.3 1.0
0~100 Y=1731.74X-8.9559 0.9989 0.2 1.0
0~100 Y=1454.27X+13.2928 0.9957 0.2 1.0
0~100 Y=1311.62X+25.5205 0.9993 0.2 1.0

2.6.2 2 70.26 ~124.22

9 1.0. 131 ~16.00
2.0.4.0 wg/kg3 o
6 3
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Table 3 Results of recovery and repeatability for 9 compounds in eel(n=6)

I EE w05
WM (ug/kg) BIMEAEKFE (ug/ke)
ta& 1.0 2.0 4.0 1.0 2.0 4.0

F¥y RSD S¥]  RSD  FEH RSD SF¥ RSD Fy RSD SEH RSD

B (%) Ee (%) [Ee %) Ele % FEde (%) Ec (%)

TYL 78.05 1.31 7201 232 7152 715 78.70 935 82.82 3.57 95.80 2.22
TIL 96.82 248 88.72 3.10 8396 7.74 7683 1007 93.07 7.88 103.93 594

SPM 9999 11.65 8682 588 7592 584 8790 1286 95.93 10.68  97.89 10.8
ERM 7334 465 79.02 3.65 7679 1128 8220 13.69 8845 16.00 10485 11.41
OLM 81.44 3.10 77.13 1.78  78.09 724 7823  8.88 88.12 4.96 103.98 2.60
JOS 77.42 332 7408 2.89 7327 635 87.10 11.50 9530 11.24 10641 7.63
ROM 7303 372 7026 264 7038 6.89 9737 502 11010 647 12422 380
KIT 78.13 263 7478 238 7487 792 7580 1367 79.52 1207 9323 7.10
LIN 8393 237 83.03 138 8457 798 7167 984 7598 1145 8231 9.28
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2.6.3

H2 ZABGRERMAFAELE KATBREAWHERENEFEIEE(2.0u0/kg)

Fig.2 Extracted ion chromatograms of spiked macrolide and lincosamides antibiotics in blank eel(2.0 . g/ kg)
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