— 2010 — Chin J Pham Anal2009 29( 12

LC-MSMS
EZCREES S8+ SN-T 3 T S

(L 100700 2 . 100700
: ESI( + ’
M RM , m/A 1610 101.9 , , - dm/z155 87
- d, S54mmn 5 0min 50~ 300 ng® mL ™' , Y
= 0. 00239 + 0. 0266 r= 0. 9944, 0. 0025 ng® mlL™' 96 4 ~ 102 1%,
100. 6% ~ 108 %% (n=6 266 ~5 b, (n=3  41% ~ 8 4% : LC-MS/MS
: R917 DA : 0254- 1793(2009 12- 2010- 04

HPLC- M SMS detem ination of bethanechol chlbbride n serum of rats

PENG Juan', WANG Yu-min, IU bo, GAO Jun— hong, YU X iao— chun', FAN Bin'

(1. Expermental Research Center China A cadeny of ChinaM edicalSciences Beijing 10070Q China

2. Institute of A cupun cture and Moxbustion China A cadeny of China M edical Sciences Beijing 100700 China

Abstract Objective To develop a sensitive and reliable method for detem inatbn of bethanechol chlorde in sex
um of rais M ethods The optmal ionizatbn and fragn entation cond itions as well as Iqud chram atograph ic ones to
detect be hanechol ch bride were devebped and valdated. The nev ly— developed analyticalmethod was further ap-
plied in detem mation of bethanechol chloride n bbod serun afier adm n istration of bethanechol chloride R esults

The detectbnwas performed by MRM mode va electrospray ionizaton (ESI source operating in the positive bn+
zation mode The precursor— to— product bn transitbns of the analyte bethanechol chlordde ism /z161. 0 101.9
w ih internal standard ( IS acetylcholne- & atm /z 155 87. Themethod was linear over he concentratbn range
of 50— 300 ng* mL' (r=0.9944 . The lin it of quantification was 0. 0025 ng* mL~ ' The absolute recovery w as
96. 4% - 102.1%, the recovery of them ehod was 100. % — 108. Y% . The ntra— and nter— day precision values
were 2.6 — 5. P (n=6 and4.1% - 8. 4% (n= 3, repectively Conclusiorr The fully validated LC-MS/
M S method has been successfully applied to detem matbn of bethanechol chloride n serun of rats
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Tab 1 Absolute recovery and rehtive recovery valie and precision of ntra— day and
inter— day for bethanechol chloride fram the assay QC standards

(absolute recovery Mo (n=6

(relative recovery Mo (n=16 (precsion RD % (n=3

(alded ( found
g mL-1 /ng* mL~1 (average vahie s (average vahie s ( intra— day ( inter— day
600 623.416.2 99.5 6.3 103.9 57 46 4.1
300 326.134.3 96. 4 3.9 108.7 38 32 7.6
50 50.3%£27 102. 1 2.1 100. 6 26 64 8.4
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Fig3 The seram concen tration of beth anecho | chloride can parison of

itravenous njection group and awpo nt— neiguan— i jection group
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Tab2 The serum concentration of bethanechol chbride

canperison of ntravenous injection group and
acupo nt- neiguan— injectbn group

( ntravenous i jection (‘acupoint- neiguan— in jection

group /ng* mL-1! goup /ng* mL-!

(tne /min — . — .
X Ei5650(7 X £y 50(7

x DX 1/2 xSDX 1 1/2

2 456.5%£19.0 343 8£10.0

5 285.4113.0 342 8%t15.7

15 12.7£11.5 179.5%14. 1

30 664%t14.6 1072.0%15.5
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