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Simultaneous Content Determination of 5 Components as Tauroursodeoxycholic Acid in Biotransformation
Samples by HPLC-ELSD

ZHAO lJing', GUAN Lu-han', ZHU Lian-cai’ (1.Chongqing Huapont Pharmaceutical Co., Ltd., Chongqing
401121, China;2.Biomedical Engineering Union College, Chongging University, Chongqing 400044, China)

ABSTRACT OBIJECTIVE: To develop a method for the content determination of tauroursodeoxycholic acid (TUDCA), tauroche-
nodeoxycholic acid (TCDCA) , ursodeoxycholic acid (UDCA), chenodeoxycholic acid (CDCA) and tauro-7-keto lithocholic acid
(T-7-KLCA) in biotransformation samples. METHODS: HPLC method was adopted. ELSD was used as detector. The determina-
tion was performed on Agilent XBD-C,s column with mobile phase consisted of 0.05% TFA-acetonitrile (gradient elution) at the
flow rate of 1.0 ml/min. The drift tube temperature was set at 80 °C, and N flow was 3.0 ml/min. The column temperature was
40°C . RESULTS: The linear ranges of TUDCA, TCDCA, UDCA, CDCA and T-7-KLCA were 10.00-200.08, 10.22-204.32,
10.00-199.92, 9.85-197.08, 10.25-204.92 pg/ml (»=0.999 5-0.999 8), respectively. RSDs of precision, stability and reproducibili-
98.4% (RSD=
3), respectively.

ty tests were all lower than 2.0% . The average recoveries of 5 components were 97.9% (RSD=0.49% , n=3),
0.63% , n=3), 97.9% (RSD=0.81%, n=3), 98.1% (RSD=0.72% , n=3) and 98.3% (RSD=0.78% , n=
CONCLUSIONS: The method is rapid, accurate and repeatable, which can be used for the quantitative determination of 5 compo-
nents as TUDCA in biotransformation samples.

KEYWORDS Tauroursodeoxycholic acid; Taurochenodeoxycholic acid; Ursodeoxycholic acid; Chenodeoxycholic acid; Tauro-7-
keto lithocholic acid; HPLC; ELSD; Content determination
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Tab 1 Gradient elution procedure

fif i), min A A, % TEHIB, %
0 60 40
15 10 90
16 60 40
25 60 40
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TV A, R R EEAR R R 20, 3220, ik, IS8 TAE N
AR AR S 1o (2) A A T S2 : B WAL RE S I AT &

- 4292 - China Pharmacy 2014 Vol. 25 No. 45

JeIK Z B P A% JS L 14 000 r/min 2520 15 min (B0 242
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Fig1l HPLC chromatograms
A. qualitative mixed solution; B. test sample S1; C. test sample S2; D.
negative control solution; 1. TUDCA; 2. T-7-KLCA; 3. TCDCA; 4.
glycine chenodeoxycholic acid; 5. UDCA ;6. 7-KLCA ;7. CDCA
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Tab 2 Results of linear range of 5 components

%y LA, pg/ml EIEyiEE: r

AR LN 10.00~200.08 y=1.656x+2.457 0.9998
HERS LN 10.22~204.32 y=2.681x+0.365 0.999 8
eyl 10.00~199.92 y=1.489x+3.391 0.999 6
bepRa 13 9.85~197.08 y=1.439x+3.569 0.9997
A 7 R 10.25~204.92 y=1.891x+2.145 0.999 5
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IR | A= ik 7-T A0 H i - 359 0 1 B9 RSD 43 51 Sk 0.67%
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Tab 3 Results of recovery tests(n=3)

A Wik, pe AR, pg B, % FHEICR, % RSD,%

ARERE LA 4874 500.2 974 97.9 0.49
48887 5002.0 977
98439 10 004.0 98.4

RS 2R 499.9 510.8 97.9 984 0.63
50433 5108.0 98.7
10 086.3 10216.0 98.7

g il 484.7 499.8 97.0 97.9 0.81
49015 4998.0 98.1
9859.0 9.996.0 98.6

teEReE il 4795 4927 97.3 98.1 0.72
48432 49270 983
97259 9854.0 98.7

R 7-FR 7 AR 500.9 512.3 97.8 983 0.78
50359 5123.0 983
10 123.0 10 246.0 98.8
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Tab 4 Results of content determination of sample(pg/ml)

Fih S PBOERGURR RN RERENR REEAINRR CREDTRAIRR
SI 12001-1 10.55 139.14 3.34 443 Kl
12001-2 927 128.06 288 323 K
12001-3 1251 135.84 3.56 407 K
$2 1202001 71.88 5778 371 1.93 15.32
1202002 70.16 50.84 338 155 13.28
1202003 74.34 55.02 377 1.86 1472
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