, 1L, ,

, 2 32 4,5,6 ,
2 (n=3) 4 ,
Tab 2 Result of sample detemination (n =3) 4
(ng' mL-l) RED(%) 3 3 2,3,
021105 368 142 5,4 - 208 D- :
030122 4. 75 155 , ) ) )
030811 392 1 02
3
31 ) ' 2,
3,5,4' - 208 D- (1] ‘ e
1] [J1. ,2001,12(9) : 786
’ ' ' - 2004-02-11
1 2 1
, , (1 , 310004; 2 , 310016)
LCMSMS , Q 3mL,
Q emL, 5min, 15min, 2 L , :Q 04% - (35 65,V/
V); : Q 2mL /min; ZORBAX Eclipse XDB- C18(2 1mm x100mm, 3 §I m) ,
(V) m/z321-275( ) m/z285 -193(
) Q71 7133ng- mL ', Q71 ng- mL*t, 108 8%
112 3%, RD 4 1% (n=5) ,
:R969 11 :B : 1007-7693 (2005) 04-0318-04

D eterm hation of lorazepam n plasna by LC/M SM S and itsapplication n the bioequivalence study

YANGWei-fend ,MA Zhang-ying2 ,LUO Jinwen' (1 Zhejiang Institute for D rug Control, Hangzhou 310004, China, 2 Affli-
cated Sir Run Run Shaw Hospital, M edicine College Zhejiang U niversity, Hangzhou 310016, China)

ABSTRACT:OBJECTIVE To establish aLC/M SM Smethod for determination of lorazepan in plasna and o study its bioequiva-
lence M ETHODS Q 3mL of the plasna samplewaspipetted into a conical tube, O 6mL internal standard lution containing diaze-
pan in acetonitrilewas added, themixturewas agitated for 5 min using a vortex agitator and centrifuged for 15 min at high peed Then
2 L of supematantwas injected into the chramatogrgph  The mobile phase consisted of O 04% fomic acid -acetonitrile(35 65) , the
flov ratewasQ 2mL- min ', the columnwas ZORBAX Eclipse XDB-C18(2 1 x100mm,3 $ m). Electopray ionization surcewas
applied and operated in positive ion mode Selected reaction monitoring( SRM ) mode with the transitions of m/z 321 - 275 and m/z
285 193 was used © quantify lorazepan and diazepan repectively RESUL TS The linear calibration curve was obtained in the
rangeof @ 71 71 33 ng- mL ', The lower limit of quantification wasQ 71 ng- mL ', three level concentration relative recoveries
were 108 8% 112 3%, the intra-day and inter-day precision (R9) were belov 4 1%. CONCL USION The method is smple,

rgpid, accurate and can be used o study bioequivalence of lorazepam

: , 1965 ,1987 7 , , Tel: (0571) 86459413, E-
mail: ywfhz@tom com
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Fig5 The chromatograms of reference(lorazepan + diazepan
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Fig6 The chramatogransof lorazepam in plasna (plasna sam-
ple + ISID, A: lorazepam B: diazepam)
5 OmL, 50mL , ) )
252 10mg, ,
100mL , )
, ImL 40ng ,
253 ,
ImL 10 7,21 4,42 8,107, 214, 428,
1070ng , 20 L (
Q 71,1 43,2 85,7 13,14 27,28 53,71 33ng- mL™Y),
) Q 3mL, Q6
mL, K (m/z
275) (m/z193) (Y)
(X) , Q71 71 33ng
-mLt

Y=Q0400X-Q 0005 (r=0 999 6,n=7)
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26

1d (Q 7ing- mL™ ") (7. 13ng-
mL™') (71 33ng- mL %) )
5 ,
, 1 ,
5
1 5
98 1%,97. 6%,97. 1%,RD 2 3%,4 1%,
1 8%
27
, , Q71
ng- mL " Q23ng mL™*
28
281 ,
Q 71,14 27, 71 33ng-
mL"* , “ "
, 0,10, 27h ,RD
7. 4%,2 7%, 2 0% : 27h
1 (n=5, ng-
mL™1)

Tab 1 The precision and recovery of the method for determina-

tion of lorazepan

Ing mL "L RD/% 1%
o 71 23 334 112 3 113 9
713 41 156 108 8 109. 5
71 33 18 118 110 6 110 8
282 :
Q 71,14 27,
71 33ng- mL " ; ,
-10 10, 15d , ,
RD 7 7%,1 2%,Q 6%
10d  15d
29
20 , 12h, 2x2
2mg, 250mL, 2h , :
6h 0,0 5,1,
15,2,3,4,86,10,15, 24, 30, 48, 60h 5mL
4000r/min 15min, 2mL,
20
7 2
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Fig 7 M ean drug plasna concentration-time profile of lorazepam
in 20 healthy wolunteers after oral administration of 2mg loraze-
pan tablets(test and reference)
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1 ’

MS

[J1. ,2001,19(4) : 341

[2] Pichini S, Pacifici R, Altieri |, etal Detemination of lorazepam

in plasna and urine as trimethylsilyl derivative using gas chromo-

tography-tanden mass pectrametry [J]. J Chromatogr B, 1999,

732: 509-514

Crac, AUG, [3] KanazavaH, Konishi Y, Matsushima Y, Detemination of seda-
, 90% , tives and anesthetics in plasna by liquid chromatography-mass
, (103 33 + Pectrametry with a desalting systen [J]. J ChromatogrA, 1998,
12 32) % 797 227-236
2 20 2mg
Tab 2 The phamacokinetic paraneters of wolunteers after single oral administration of 2mg lorazepan tablets
tnax Cinax tio Ke AUC, =
(h) (ng- mL"1) (h) ("1 (ng- h- mL-1) (%)
T 2 8250 832 20 185 +4 560 14 378 £3 697 0 05028 +0 00933 396. 40 £103 6 103 33+12 32
R 2 925 +1 017 19 642 +4. 988 14 268 £2 790 005245 +0_02012 379 54 £81 02

99 73%,0Q 84;99 35%,Q 73%; 100 3%, 1 85%

:R917. 7. 2; R927. 2 :B

154007)

: 1007-7693 (2005) 04-0321-03

D eterm hation of canpounded canponents n antongdng by UV convolution gpectrum

:2005-01-12

(RD)

D NGLi-xin, GAO Jin-bo, SHEN De-feng(School of Chemistry and Phamacy, Jiamusi University, Jiamusi 154007, China)

ABSTRACT: OBJECTIVE Wi ithout any sgparation, smultaneous detemination of compounded camponents in A ntongding
M ETHODS Based on UV conwolution gpectrum with AL Smethod, we used convolution gpectrametry of computer infomation process
technology RESUL TS Campounded components in Antongding are phenacetin, aminophenazne and phenobarbital Their average
recoveries and RD were 99 73%, 0 84; 99 35%,0Q 73%; 100 3%, 1 85%, repectively CONCL USION The method is smple
and can be used for qualitative control of compounded components in A ntongding

KEY WORD S:UV conwlution gpectrum; Antongding phenacetin; aminophenazone; phenobarbital
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