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HPLC-MS/MS Determination of Colchicin in Pig Urine
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Abstract: Colchicin in pig urine was determined by HPL.C in hyphenation with tandem MS/MS, The pig
urine sample was alkalified with pH 8. 0 phosphate buffer solution and extracted twice with ethylacetate. The
combined extracts were blown with nitrogen to dryness at 40 ‘C. The residue was taken up with 2 ml. of the mobile
phase, which is a mixed solution of methanol and 2 mmol « L™' NH,; OAc solution containing 0. 1% (by volume) of
formic acid, mixed in the ratio of 40 to 60. Sunfire Cis chromatographic column and the mobile phase mentioned
above were used in the HPLC separation, with 10 pL of sample solution introduced and flow-rate of mobile phase of
0.2 mL » min~!. The ionization mode of ESI" and MRM mode of detection were adopted in MS/MS determination,
with quantification by external standard method. Linear relationship between values of peak area and mass
concentration of colchicin in the range of 1—50 ug + L™ was obtained, and value of lower limit of determination
(10S/N) of 0.2 ug * L ™! was found. Values of recovery were found in the range of 90%—100%, with RSD's (n=
6) less than 9. 0%.
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Fig. 1 Mass spectra (under MRM mode) of colchicines standard

and pig urine sample with standard added
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Fig. 2 lonic mass spectrum of colchicine

2.2 IREMZSHYHR

B —E B RBOKALBER B, A2 B &
REW, BRI RERKE N 0.5,1,2,5,10, 20,
50 pg « LT BOKALBRAR HEVE VR , $R{25 TAE S 14
AT . RABKK AL B85 B VR B (o) S JELAF I Fy 4 T
RO FITRER T, BOKIWLBEBREESE 1~
S0pg LT'HEBEANELN AHERBNE y=
23.2 p2. 4, MR HN 0. 999 0, FH LA 10 fFHE
e E TR A 0.2 pg e LY,
2.3 EkEE

SIS AR IREES 5 mL #F AN ABKKALBEAR
R, AR ES RN 0.2,1,10 pg« L7,
BIEAGAHEERFHITUE SRILE L

GG GGG G GGt Gt GO G GG GG GG

(E#% 915 1)
IR G F 5 4 R MR I B, INER AR 5F LA/ D S8
B S MRS R . R R R TR
AR RARIE . ST 45 SR Bt A i
I AETASAL , 1R R A E ERE R H A T E R
A8 ERNE R L, AR AL E R,
L Sl .

3) T B 2 At (6] A R B ) B9, %o L
L5 RERA B, 2 H I B B ] A RERE R U .
SEEAIBPR GG, 5 B THRIEERZN
EE., BERNERSE, TEARNBEFERE,
KA ERRE SR R B AT 0 E — R L BT AR 1],
MEBERMTERS LHESAELSE, UREETR
HY, GREW. AT ESERIRHET % (GB/T
3558—1996) A tt, HA 15 Y/ PRAE M 18 HEw
B K RS SR A, SR M R N A P R AR
Jr ik, AT RS R S P AT E

« 918

F1 TEHEEMARKUERLEBRRUGHEEER
BEERELER (n=6)
Tab, 1 Results of recovery and precision tests by addition
of colchicin standards to blank sample

FRAEIA B WEE H#E  RSDpy  RSDg@m
o/ (ug e L7 p/(pg e L7H /% /% /%
0.2 0.2 100 7.6 8.5
1.0 0.9 80 6.5 6.7
10.0 9.6 96 6.0 6.1
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