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HPLC detemm ination of calculus bovis artifactus in paracetamol,
caffemne, artifichl cow— bezoar and chlorphenan nem aleate capsules

GUO Bing- yan HUHe QIU Bei

(X iangtan Institute for Drug Contro]l X iangtan 411100, China)

Abstract Objective To establsh an method for detem mnation of calculus bovis artifacus n paracetamnol] caffeng

artificial cow— bezoar and ch brphenam ine m aleate capsules by HPLC. M ethods Separation were performed on a
Cis (4. 6 mm x 250 mm, 5 Pm) cobmn of HPLC, The mobile phase consisted of tetrahydwfiran— acetonitrile —

0. 1% ammonium acetate( pH 4.7) (42:22:36) at the fbw rate of . OmL* mn " the detectbn wave length was
452 im and cobmn temperature was 35 C. Results The calibration cuve was n the range of 0. 0232 0. 465 Mg
(r=0.9991); the average recoveries(n= 18) ofbilirubn was 99. % . Conclusiot The HPLC m ethods are smple
and reliable for the controllng of the quality of paracetano] caffeng artificial cow — bemar and chlorphenam ine
maleate capsules

Key words paracetanol caffene artifical cow — bezoar and chlorphenam inemaleate artificnl cow — bezoar biline

b, HPLC

s 1
, SIL- 20A s
250 mg 15 LC - 20AT , SPD - M20A , CTO -
mg 1 mg 10mg 10ASVP , LC - 20AT - SOWUT
( ); METTLER TOLEDO AB135S
[
( Bilimbn, BR), ( : 10077 = 200604)

BRIXa BRVlla BRIIl4” HPLC 5 : \
2.1 Diamonsil” C s (4.6 mm X

Tel (0731) 58259937 E— mail guobingyan88@ sohu com



— 1368 —

Chin J Pham Anal2009, 29( 8)

250 mm, 5 Mm ), 35°C, -
- 0. 1% (H 4.7) (42 22: 36), 1.0
mL* min 452 mm, 20 HI,
X a 2000 Illa
Xa Vil a ,
[3] ’
2.2
( ) 11. 62 mg
100 mL , 30 mL
, 1 mL 50 mL ,
_ (3:1) .
, (2.324 Bg* mL ")
2.3
. ( 10 mg)
50mL \ -
(31) 25 mL, ,
4S5min - (3
1) : . ,
0. 45 Um , ,
2.4 “2.2”
0.5 08125 10mL 50mL
. - (3:1) . ,
1. 162 1.859 2.324 4. 648 11. 62 23.24 Hg
s mL' 6 .
20 LI . C2r
, (
Ma X a Vlla 3 ).
(Lg) X, Y
Y= 8621X + 89495 r= 0. 9991
0. 0232~ 0. 465 Ug ,
2.5 20
U, Q246810 12h R
. 12 h
, (n=17) 226058 RSD
= 0. %%
2.6
2.6.1 9
3 3

442.3” . (

10 mg), ,
; (
Smg) ;
( 20 mg),
20 KL R 2, ‘271
) (n=9) 51.6
bge | RD=0.3%
2.6.2 “2.61”
s 20 BL
) 6 RSD= 0. 2%
(n=106)
2.7
(51.6 Hge 1) 9
Smg) 25 mL ,
“2.27 5.0 10.Q 15.0 mL,
- (31 , 2.3
20 HL, , 2,
; 3 (n=06),
1 (n=18)  99. %
1 (n=6)
Tab 1 Result of recovery for bilirubin
(contents)  (alded) (measurad)  (recovery) ( average R;D
Mg Mg Mg Iz recovery) Fo
26. 64 11. 62 38 15 9.0 99 7 0.87
25.73 11. 62 37. 43 100. 7
26.71 11. 62 38 26 9. 4
25. 54 23.24 48 86 100. 3 99.9 0.40
25. 81 23.24 49 00 %. 8
24.98 23.24 48 12 9.6
25.06 34.86 59 98 100. 2 100 1 0.26
25.31 34. 86 60 09 .8
26.43 34.86 61 38 100.3
2.8 5 R
2, 2.3 s
(
) “2.17
“2.27
20 BIL, ,
2, " .
5 (n=2) 51.0, 51. 8
51.6 51.5 50.3 Hge 1



Chin J Pham Anal2009, 29( 8) — 1369 —

125 nm, 4 nm (1. 00)

0 5 10 15
A
152 nm, 4 nm(1. 00) S
I
I | | % | f
j, \ | g |\ =
il N U )
0 5 10 15
B
452 nm, 4 nm(1. 00)
|
|
.
—j‘r‘v.‘r‘ —d S -
Al
0 5 10 15 t/min
B
1
Fig 1 HPLC chrmabgrans
A. ( reference substance) B. (smpk) C
( blnk)
1. [Ta( BRIITa) 2. [Xa(BRIXa) 3. VIl a
(BRVIla)
3
3.1 IXa
Xa ,
Xa [la Vil a
IXa 1 (Endo— vmnyl) 1
(exo— vinyl), la 2
: a2 "l RP-HPLC
, I a
8.99min Xall.32min Vlla 14. 42
min 3]
24h

50% .
(
)
3.2 :
- (L 1) -

(2 1) - (3 1) ,

- (3 1)
33 ,

0.0, 0. 1%, 0. %%
,pH  404.24.44.64.7 4.8 5.0

, 4.8 ; i 4.5
, BRIlla

, - - 0.1%

(pH 4.7) (42 22 36) :

3.4 25 3035 40 C ,

[MTa Xa Vla 3

, 35C , 3 ,

35°C

1 National standard fran R egional one of Chan ical Pham aceutics by
the M inistry of PublicH ealh, PR Ching Vol 3(
). 2002. 263
2 B lanckaert N. Analysis of biliubin and biliubin mono and dicon j+
gates Biochen J 198Q 185(1): 115
3 XU L fng( ), GUAN Peng(

), et al A new process of high puriy biliubin production on a

), ZHU Yan- zhuo(

hige scale( ). Pham B -
technol ( ), 2006 13(2): 123
4  SHANG Gang— weli( ), JJANG Yong— pei( ), LIGui
— zhen( ), et al Rapid delem naton of biliubin saners by
hich perbofom ance liquid chran atography( Xl a
HPLC ). J Fourth M ilit M ed Univ(

), 1997 18(5): 477
( 2000 1 17 )



