VROAE EEL T BB BT 1 v 0 o NI S H A 2 b~ () Ak B
XA EF50 250 WRERE (1l 4 8 B S Rb B 25 W07 B0 RE 250062)

TEH J I A  HE R HSTIR BE) Le-Ms/MS ik L ik MU3RAE R A ORARBUS LI (B 0. 1% 418 ) K
(% 0.1%L% +2.5 mmols L™ 'HENZ ) =80: 20 WIBIA M H Agilent 100 VLI E 1B FE 4 W25 & 15 1E & AR A
K 22 SN 27 W 5 O 52 A 2K ML T ( MRM, m /2 347 315) . S5 M R SR LR PEYE b 1.0 ~100. 0 ng*
mL'. EE PN 1.0 nge mL™'. HEWRIELE 85% ~115%2 00, HAN HIEKEHE (RSDE T15% W . 45 1%L,
B v TR R T 24 30 ST
DA IR HT A 0 R R 2 Bl %
FE 525 R9T2. 4 SCHRAR IS - A X E YT 1 1007-7693( 2008) 01-0051-03
Quantitation of Nifedipine in Human Plasma by LC-MS/MS

LIU Yong-jun, WANG Xiu-1li, LUAN Yang, YAO Qing-qiang( Institute o fMeteria Medica, Shandong Academy o fMedical Sci-
ences, Jinan 250062, China)

ABSTRACT: OBJECTIVE To establish a LC-MS/MS method to detem ine nifedipine in human plasma. METHODS Aftera L/L
extraction, the plasma samples were separated on a Zorbax SB-Cjx (150 mm X 4.6 mm) column with methanol( content 0. 1% HAc) -
H, O( content0.1% HAc +2.5 mmol* L' ammonium fomate) (80:20) as mobile phase. Electrospray ionization source(‘ESI) was ap-
plied and operated in positive ion mode. Multiple -reactions monitoring ( MRM) mode was used and nifedipine was quantified by monito-
ring the ion transition of m /z347— 315. RESULTS . The linear calibration curves were obtained over the concentration range of1.0 -

100 ng* mL™' in plasma. The lower lim it of quantitation was 1.0 ng® mL™'. Accuracy was within85% ~115% , within day and be-

tween day precision were within' *£15% . CONCLUSION The method proved to be accurate'and specific, and can be applied to phar

macokinetic study of nifedipine.
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Fig1 Mass spectra of Nifedipine (10 pg - mL™")
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Fig3 Chromatograms( MRM m /z 347 315)
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Fig 2 MS/MS spectra of Nifedipine( m/z =347)
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Tab 1 Standard curve of nifedipine( peak area) (n =35, x £s)

WA /nge mL™! VT AR RSD /%
1.0 2535.8 +332.8 13.1

2.0 5074.4 £645.6 12.7

5.0 12 063.8 £820.2 6.8

10.0 24319.4 %1 671.0 6.9

20.0 51 448.4 *2163.9 4.2

50.0 136 122.4 %4 543.9 3.3

100.0 261 155.8 +19 038.8 7.3
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Tab 2 W ithin-day and day-to-day precision of nifedipine( n =

5, xts)
WS HA H (i)
/ng* mL™" U T RSD /% U T RSD /%
2 5755.0 £564.0 9.8 5 083.0 +561.1 11.0
20 49 597.0 2 700.0 5.4 47124.0%£2749.6 5.8

100 257 377.0 £11 834.5 4.6 252 147.0 £10 597.4 4.2

4.4 RN ARG
WU A ML 3% b il 22 TR i TP VARC R b s =

AHRIE (2.0,20. 081 50.0 nge mL™ ") ISR ML Il AR
e AL IAE AR 2 N HORBRAE IR AT sHEA SR
Fr oS H R A SR LR 3,
x 3 PRHPCREIR (n =5, x )
Tab 3 Extraction recovery of nifedipine( n =5, x £s)

WE WK

RSD /% [ /% RSD /%

/ngs mL"! /ngs mL"!
2 2.0 0.2 10.7 101.0 %10.8 10.7
20 19.3 £1.3 6.7 96.7 £6.6 6.8
50 50.6 £1.8 3.5 101.2%3.6 3.4

4.5 FaEMRE

WA AL 3% ki vt i 22 730 T 077 e b s =
AR (2.0,20.0F1 50.0 nge mL~" )[R 24t S 1fi 352 B
SYMAEEIRIE 24 b, 37K - 20CAHMBIAIGIE A - 20C
AR 7 dJF F& <l AL AR ET » TR AR B AR 00 i 2K
TIREE VARG bR e ZE 450 R 4.
® 4 MIEFERFREERIGLR (n=5, x5
Tab 4 Stability test results of sample plasma( n =5, x £s)
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JE 24 h i R AT ER WE 7 d
/ng* mL" 1% /% 1%
/ng* mL™' /nge mL™! /ng* mL™!

2.0 2.3%0.2 6.5 2.3F+0.3 11.1 1.8 *0.2 13.1

20.0 18.0*0.5 2.7 22.8%0.5 2.1 18.6 0.6 3.2

50.0 51.4%3.3 6.3 49.5%2.9 5.8 49.8*1.0 1.9
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Nifedipine/ng-mL™

Plot of Concentration 3/ hour of Reference Preparations
and Test Peparations
— 4@ — Reference preparnations; — Bl — Test prepartions
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