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Comparison of 2 Determination Methods of Main Components in Ursodeoxycholic Acid Soft Capsules
SUI Yu-rong', DING Yi*, HUANG Zhe-su' (1.Tianjin Institute for Drug Control, Tianjin 300070, China; 2.Tian-
jin Institute of Pharmaceutical Research, Tianjin 300193, China)

ABSTRACT OBIJECTIVE: To establish the method for the content determination of main components in Ursodeoxycholic acid
soft capsules. METHODS: HPLC method was adopted: pre-column derivatization method (method 1) and direct determination
(method 2). The separation was performed on SHISEIDO CAPCALL PAK-Cy column; the condition of method 1: the mobile
phase consisted of methanol-0.1% phosphoric acid (80:20, V/V) at the flow rate of 1.0 ml/min; the detection wavelength was set
at 254 nm and column temperature was 40 °C. The condition of method 2: the mobile phase consisted of acetonitrile-0.001 mol/L
potassium dihydrogen phosphate solution (pH adjusted to 2.0 with phosphoric acid, 47:53, V/V) at the flow rate of 1.0 ml/min;
the detection wavelength was set at 210 nm and column temperature was 35 °C. RESULTS: The linear range of ursodeoxycholic ac-
id was 0.033 71-0.101 12 mg/ml by method 1 (#=0.999 8) and 0.8-3.2 mg/ml by method 2 (=0.999 9); RSDs of precision, stabili-
ty and reproducibility tests were lower than and equal to 1.5% ; average recoveries were 99.51% (RSD=0.65% , n=9) and
101.40% (RSD=0.69% , n=9). CONCLUSIONS: The two methods are in line with the requirements. The method 2 is simple
and accurate, and can be used for quality control of Ursodeoxycholic acid soft capsules.
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Fig 2 HPLC chromatogram (method 2)
A. substance control; B. test sample; C. negative control; 1. ursode-

oxycholic acid

0.101 12 mg/ml 3 [ P 5 i i AR A 2 R AT IIZRIE G R .
2.3.2 Tk BUAE R ANR X RE A IE A, 0 PR A o
1 ml 7 BE R AU 4 mg VAR, 73 A %6 L 2.0.3.5..5.0,,
6.5 F18.0 ml, B T 10 ml I, i F B AR B R 20 8 405 4%
21T ARSI E . DARE R R AN () AL
ABAR A BT R () R A b , IEA TR LA A5 ] I
»=250 063x—2 552(r=0.999 9) . Z5HLIFHH , A& IS IHFR G
JT e i A 0.8~3.2 mg/ml 3 [l A 15 06 1A BB (B 5t R Y
24 RBEBERRK

FEEW I 2.2.1 (4) "R 2477 A b AL BB BE S T S
“2.2.2 (1) 7 TRUF X B S0V VR AE o L 0 04 2.1 T A N £
SR E IR 6 YR AT E . S5 PRI Ik e L AU R 1Y
RSD #2408 % , R WA % B R AT
25 FEEMRAIE

FEEW I 2.2.1 (4)" 00N 207 A AL B R I i A T S
“2.2.2 (2) TR U SV VRIS B, A3 4 2.1 TN A N (3
ST 0.2.4.6 8 hilFREMIZE . Z55, PIFP 7L AR 24 IHRR 1Y

HEZG 20134855 24 4555 24



RSD 435128 0.9% .0.8% , 3= BH WAl )5 25 AU AHA i V8 S E 8 h
2.6 EEMHAW

T[] —HERE S (FE5 526800 ) 35 &, 4r Bil##“2.2.1 (2)7 5
“2.2.2 (2)"3 N ik s R SRS 6 4%, Il 2.1 35
TR 5 A UERE I G . &5 SR, A O 9 BE 5 R (1
RSD 4350 1.5% . 1.1% , B A7 ik 2 M R AT .
2.7 B ZERRIE

A3 BUFRBOR A ka1, 3L 94y, LA )77 80% . 100% .
120% B E A9 43 50 i A6 BRGS0 il ©2.2.1 (2) 7 5 42.2.2
(2) 730 T ikl A5 s S T, IR 43 0 FaE 2.1 300 AR L (i
SRR R AR s LA AR R 25 0 Lk 1 .

#®1 ERRRELER (n=9)
Tab 1 Results of recovery test(n=9)

Tk MAE,mg  IfHE,mg  BUCK, % FHEICE, % RSD, %
—ik 40.33 40.11 99.45
40.20 39.68 98.71
40.11 39.87 99.40
50.35 50.47 100.24
49.73 49.22 98.97 99.51 0.65
4931 48.99 99.35
59.79 60.03 100.40
58.74 58.90 100.27
60.57 59.85 98.81
—k 80.53 81.19 100.82
83.05 84.11 101.28
80.83 80.88 100.06
104.84 107.09 102.15
100.83 101.71 100.87 101.40 0.69
100.68 102.44 101.75
121.08 123.26 101.80
120.73 122.84 101.75
122.02 124.65 102.16

28 HMEENE

BURHEEE S, A3 “2.2.1 (2)"5%2.2.2 (2) "5 F )5k
il 2 A S T, a0 e 2.1 T AR N i S5 R RE I R
ISR, AR TR A AR L 2.
3 itig

— IR 2, 4- AR R AT AR R A A B R AT
FIA X R I 45 A ], 2 7E B0 o 87 4L T H

®2 HRAgNELSER(n=4)
Tab 2 Result of contents determination of samples(n=4)
SbRR B A AL, %

B}
1 ik %
526800 100.87 101.07
526810 98.99 100.83
526820 98.05 98.65
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