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Determination of Colistin Residue in Eggs by LC - QTRAP
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Abstract; A LC — QTRAP method was established for the determination of colistin residue in eggs. The samples
were extracted by water (25% methanol ), the fat was removed by hexane, and purified with C18 SPE. LC
conditions were as follows; the chromatography column is BEH C18 column of 50 mm x2.1 mm, 1.7 pm;mobile
phase is water (0. 5% formic acid) and acetonitrile (0. 5% formic acid) ; flow rate is 0. 4 mL/min; column
temperature is 30 °C ; injection volume is 5 wL. Mass spectrometry conditions were ESI* and multi — reaction

monitoring — information dependent acquisition — enhanced product ion (MRM - IDA - EPI) mode. The
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calibration curve of colistin were good linear from 20 to 800 ng/kg in eggs with the correlation coefficient R* over

0.990. The limit of quantification was 30 pg/kg,and the limit of detection was 10 pg/kg. The average recoveries

of colistin from spiked eggs at three concentrations of 30, 150 and 300 wg/kg were between 60% ~120% , and

intra — and inter — batch RSD were <20% .
Key words: colistin; eggs; residue; UPLC — QTRAP
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RGN s E L T LA 25 Y R8s AR i
FEYIE A S AT B PR L (nEE ) IR 2 Y
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Tab 1 Gradient elution conditions of mobile phase

i 5]/ min W/ (mL - min~')  AAH/% B A/ %
0.01 0.4 95 5
0.50 0.4 95 5
3.00 0.4 50 50
3.01 0.4 5 95
4.00 0.4 5 95
4.01 0.4 95 5
5.50 0.4 95 5




- 16 - B2 2 2021 4F 7 J145 55 55 7 10

Chinese Journal of Veterinary Drug

1.5.2 JF#s&nH HEBEEFR(ESIY), RHAZ
B e — {5 B U - B OR R A
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Tab 2 Qualitative ions, corresponding quota
ions of Colistin and corresponding declustering

potential (DP) , collision energy( CE)

51y T B X ERE TN EREE R
. (m/z) (m/z) /V /eV
) 390.8 >385.0 50
.
BREA 350 5101, 90-8>385.0 23
e . 386.2>380.1 15
FHEB 386 .2 >101.0 386.2 >380. 1 55 »
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1.5.4 AFEEAAESEZLH  KEERE®H
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1. Colistin A; 2. Colistin B

E1
Fig 1

2.2 FEJTICEARE S & FEIE AR R0 T ED
FR VA VRO B DEA T2 [l 0, 45 380 1 [0 09 R S A
KRB, WEPT AR, SE P FHERE
20 ~ 800 wg/kg VR BV B P 2 00 R 47 A 2 G
F,RKTF0.990,

2.3 FHRREE LR EIEAT AR S Em
W R 30 pe/kg B, ISR R W S/N > 10, Ui
W7 vk RN 30 we/kg; 24 Nk E N

HEEERCERAERRLN EPI & E

EPI( Enhanced Product Ion) of Colistin in matrix — matched standard solution

10 wg/ kg, MAREEE ZAYS/N >3, Ui B 7 46 )

#3 BEHFEZERCEREHLZ
Tab 3 Matrix — matched standard

curve of Colistin in Eggs

WL/

25 4 EVEp¥E R?
(pg-kg™)
FHEA 20 - 800 y = 7302.9x - 79321  0.9983
FHWEB y = 7442x + 56345  0.9968
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Fig 2 EPI( Enhanced Product Ion) of Colistin in blank eggs spiked samples

KA 67.2% ~106% LN AtIE] RSD ) <20%

PR 10 pg/kg, 30 pe/kg 25 11 8 s ik ke i 46
R YRR R B g DL 3,
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I H i A AN RV B R B R AT DR
SRR 4, WA, S FOGED TR R A
AR B 7E 30 ~ 300 g/ kg WS IHR BE I Bl P A4 [T i

3 iFiRES&ie
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1. ZETA % A(390.8 >101.2); 2. FHEAZE A(390.8 >385.0); 3. FHl% B(386.2>101.0); 4. ZH % B(386.2>380.1)
1. Colistin A(390.8 >101.2); 2. Colistin A(390.8 >385.0); 3. Colistin B(386.2 >101.0) ; 4. Colistin B(386.2 >380.1)
3 ZEHBEFNAEIRPEINFESFREEIEE (30 pg/kg)

Fig 3 Qualitative ions of Colistin in Eggs(30 pg/kg)

®4 FABERHFRRMEKAELER

Tab 4 Recoveries of Colistin in Eggs spiked samples

& ({Z] u {fg&:l/) He P % IEILI;F ;g/% R;t[t)zq% Ritzt)ljj%
I 95.7 85.3 97.7 102 83.6 92.9 8.71
30.0 Il 87.0 99.3 101 99.2 84.1 94.0 8.32 8.18
i 101 106 95.4 86. 1 86.2 94.9 9.27
I 83.1 84.4 78.3 84.5 79.7 82.0 3.44
HHEA 150 Il 85.5 81.7 92.8 83.1 86.1 85.9 4.99 4.42
i} 79.2 86.3 80.7 85.3 87.1 83.7 4.22
I 86.9 85.9 89.3 86.3 87.8 87.2 1.53
300 Il 87.4 87.1 85.8 85.8 86.2 86.5 0.87 2.01
I 91.5 84.7 86.3 85.9 89.3 87.5 3.16
I 83.0 72.9 86.8 85.2 73.2 80.2 8.35
30.0 Il 75.6 83.5 86.0 84.1 73.6 80.6 6.91 8.18
I 89. 1 85.3 80.6 72.6 68.7 79.3 10.8
I 73.8 74.2 67.2 69.8 71.8 71.4 4.07
FHHEB 150 II 75.6 71.9 78.7 74.9 76.5 75.5 3.28 4.55
I 68.0 68.7 71.5 71.0 70.5 69.9 2.15
| 75.6 73.9 76.1 74.9 75.3 75.1 1.12
300 Il 71.8 72.8 74.7 73.2 72.5 73.0 1.50 1.97

76.1 74.3 76.7 74.6 75.9 75.5 1.34
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