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Quality control methods to calculus bovis in Jufang Zhibao powder
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Control  Shanghai 202150 China)

Abstract  Objective: To establish a set of analytical methods for controling the quality of Calculus Bovis in the Jufang Zhibao
Powder. The methods can be used to control the variety and quality of Calculus Bezoar materials used in Jufang Zhibao Powder.
Methods: Thin — layer chromatography ( TCL) was used to determine hyodeoxycholic acid and Thin - layer chromatography scan—
ning ( TLCS) method was used to determine cholic acid the developer was the mixture of cyclohexane — ethyl acetate —36%
acetic acid — methanol (20:25:2:3) upper solution. The TLC plate was silica gel G plate and the colour developing reagent was
10% solution of sulfuric acid in ethanol( V/V) . To heat at 105°C to develop clearly the detection wavelength was 460 nm. High
performance liquid chromatography was used to determine bilirubin Kromasil — C18 ( 150 mm x4.6 mm 5 pm) was used as sep—
aration column with mobile phase of acetonitrile —1% glacial acetic acid solution (95:5 V/V) and flow rate of 1.0 ml/min.
The detection wavelength was 450 nm. Results: The minimum detectable amount of hyodeoxycholic was 0.04 pg by TLC. In the
system of TCLS the linear range is 25. 1 mg/ml ~502. 0 mg/ml with the correlation coefficient of 0. 999 and the detection limit of
0.06 wg. The average recovery was 100. 8% with RSD of 1.64% . For HPLC the linear range of 1.22 mg/ml ~61.0 mg/ml
with the correlation coefficient of 0. 9999 and the detection limit of 0. 002 g was obtained. The average recovery was 99.0% with
RSD of 1.62% . Conclusion: The methods are simple and accurate with wide application.
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tography

(2009ZX09308 —004) .
(1972 -)

~

> ( EDTA -2Na) N
* E — mail: jishen2008 @ gmail. com



2011 8 21 8 Chinese Journal of Health Laboratory Technology Aug 2011; Vol 21  No 8 1873
o 7 ho
2.3
1 2.3.1 46 ©)
1.1 - -0.5% (80:10:10 V/V);® -
CAMAG SCANNER 3 ; Agilent 1100 -1% (84:9:7 V/IV); ® -
; CAMAG ; HAMLTON -0.5% (1:1.4:1 V/V); @ - -N
(100 wl) ; MERCK ; ( N - (54:40:6 V/V); & -
200 mm x 100 mm ) ; BRANSON B5500S - —0.5 mol/L ( pH 5.3)(6:6:7
MT ( ) ; VIV):® - (90:10 V/V) .
( FALC 600C) D~6
. . ( : ® 90%
); ( MERCK ) N .
N N \36% N N EDTA -2Na o
( ) ° 2.3.2
1.2 @
1.2.1 - -1% (88:10:2 V/V);® -1%
- -36% - (20:25:2:3) (87:13 V/V); © -1% (95:5 V/V)
2 :MERCK :10% . @
(V/V) 105C : 460 nm. © 12h . .
1.2.2 Kromasil — C18 ©.
(150 mm x4. 6 mm 5 pm); - 1% 2.4
(95:5 V/V); 1.0 ml/min; 30C; 5l 2.4.1 4-6
450 nm., @ - - -
1.3 (90:10:0.015:0.3 V/V); @ - (9:4 V/V);
1.3.1 ® - (7:3 VIV) ;@ - (4:1
0.1¢g 80 ml 7h VIV): 3B - - (90:10:0.3 V/V):®
10 ml - (90:10 V/V); @D - (50:50 V/V);®
o H0) .
1.3.2 50 mg 100 ml O ~@
0.2 mol/L. EDTA —2Na (
)2 ml :
50 ml ( 180 W o O~@
42 kHz) 20 min .
(0.22 pm) &~
®~©@
2 5
2.1 o
} 8 . 2.4.2
- -36% - (20:25:2:3) .
2 . 10% (V/V)
’ 78
o 460 nm o
460 nm. ;
2.2 o
(180 W 42 KHz) 1 h.
1 h. > o
> ; 3h4 h.5h.6 h.7h.8h
7 h N N 3



1874 2011 8 21 8

Chinese Journal of Health Laboratory Technology Aug 2011; Vol 21 No 8

. 12. 1%
12.1% ’
2.4.3
( EDTA -2Na)
( EDTA) 10 EDTA
EDTA  EDTA - 2Na
0.2 mol/L .
3 .
. ED-
TA -2Na EDTA EDTA -2Na
2.4.4
- EDTA -2Na . -
- — EDTA -2Na .
; EDTA —2Na 0.2 mol/L;
. 0.24% .
EDTA -2Na
—EDTA - 2Na - — EDTA -2Na
. EDTA - 2Na
EDTA -2Na .
2.5
2.5.1 1
<3 o (
) .
1 2 i
1 2. 13 ~5 1~3;6.
1
2 .

A ,B. , C i1
2
2.5.2 N
2.5.2.1
RSD 1.4%.0.5% 0.9% .
; RSD
1.3% o
0 min+20 min 40 min.60 min.80 min.100 min
120 min RSD 1.4%
0 min ~ 120 min o
NEEN 9 3
80% - 100% 120%
100.8% RSD 1.64% . o
2.5.2.2 6
RSD 0.18% 0.24% o
Oh~24h
RSD 0.54% 4.36% (n =
20) . )
NN 9 3
80% ~ 100% 120%
99.0% RSD 1.62% o
2.5.3
5l X( pe)
Y o
5 pl X
(ng) Y’ o
3 o 1.
1
(r) (pg) (pg)

Y = 4648.3X +1978.7 0.9991 0.1255~2.51 0.06

Y = 5.0486X"+4.6267 0.9999 0.0061 ~0.305 0.002

2.5.4

0.04 pg (365 nm)
0.04 pgo

2.6

2.6.1

2.6.2 EDTA -2Na
EDTA - 2Na @D
( 1877 )



2011 8 21 8 Chinese Journal of Health Laboratory Technology Aug2011; Vol 21  No 8 1877
EMZ o EMZ NN 0.1%
109.2% 108.9% 110. 8% -0.1% o
o LC -
MS 0
3 N
54 4 N N o
N o o N 10%
( ) o N o
20 mg qd.
2 h o
986 ng * ml~'( 4)
40 mg 2 h (919 +53 +218 +44) ng s ml™' ’
o 1 Ta Hultman Helene Stenhoff Mathias Liljeblad. Determination of es—
omeprazole and its two main metabolites in human rat and dog plasma
4 by liquid chromatography with tandem mass spectrometry J . Journal
of Chromatography B 2007 848:317 — 322.
HPLC HPLC - MS 2 - RP_HPLC 5
J 2009 20(22) : 1744 - 1746.
‘ HPLC ‘ 3 . HPLC - MS
APCI ESI J. 2010 45(4):292 -294.
ESI APC T . 4 . HPLC - MS I
SIM SIM MRM 2008 36(3) :354 —357.
o 5 .2 I
- -0.1% - 2009 20(2) : 116 — 118.
-0.1% ( 12011 -03 -31)
( 1874 )
@
g6 .
@
0.2 mol/L EDTA -2Na pH 4
~5 1 ( ) S . 2005.
2 2004 21 .
. 3 S . 1990.
2.6.3 4
5 6.3.1 J. 2007 4(7): 120 - 121.
5 . HPLC
500
J. 2005 16(5): 363 - 366.
38 6 . HPLC
] 1996 13(6): 59 -61.
° 7
2.6.3.2 I 2004 2(5): 309 —312.
EDTA -2Na 8 ] 2004 26
. (5): 416 —419.
2.6.3.3 9 . . J .
( ) 2000 21(5): 57 -63.
10
J. 1990 7(2): 83 -87.
’ ( :2011 - 04 —20)

2.6.3.4



