HPLC-ELSD ¥ [F] sp0) %2 i 144 i A HE R 2=
MR & &5
B £ T A% E(RETHLRRAELE FE 300070)

FE4ES RI27.2 XEARERE A TERS
DOI  10.6039/j.issn.1001-0408.2016.03.41

AR TR 2 4 IH

p)

1001-0408(2016)03-0404-03

W OB BTN RN PR kR Ak R RRER A Bk, ik R SRR G- R AR R, &
# 42 % SHIMADZU VP-ODS C, ¥ 55 4 2 & RS M 5 RS A8 A TIH-0.2% 7 B8R ik (B E 20 BL) , ik % 1.0 ml/min,
WA 30 CLBAE A 10 pl. 2R 28 &K BN28R Fo X B2 BR 34 F 55 /£ 0.039 84~0.398 4.,0.032 064~0.320 64,0.033 952~
0.339 52 mg(r=0.999 0) & B Wit 4f F g xF A8 5 b @ ARG T A 2 RIF 09 R X £ B L 808 M F X309 RSD<
2% ; A kE DK Z 571 4 101.33% ~104.05% .95.56 % ~101.38% .96.07% ~97.12% ,RSD %% 4 0.95% .2.54% .0.44% (n=6) ., %
Wi T kAR A TE R T S AR g P IR Rk BB ek R ER 69 S T

KEIF B G- AL AR T A MBS R AR ER R R

Determination of Cholic Acid, Hyodeoxycholic Acid and Deoxycholate Acid in Naoxueshuan Tablet by HPLC-
ELSD
ZHOU Jun, WANG lJie,ZHANG Lei(TCM Room of Tianjin Institute for Drug Control, Tianjin 300070, China)

ABSTRACT OBIJECTIVE: To establish a method for the contents determination of cholic acid, hyodeoxycholic acid and deoxy-
cholate acid in Naoxueshuan tablet. METHODS: HPLC-ELSD was performed on the column of SHIMADZU VP-ODS Cis with mo-
bile phase of acetonitrile-0.2% formic acid(gradient elution)column temperature was 30 °C, at flow rate of 1.0 ml/min,and the vol-
ume injection was 10 pl. RESULTS: The linear range was 0.039 84-0.398 4 mg for cholic acid, 0.032 064-0.320 64 mg for hyode-
oxycholic acid and 0.0339 52-0.339 52 pg for deoxycholate acid(7=0.999 0),and the logarithm value of volume injection and peak
area showed good linear relationship; RSDs of precision, stability and reproducibility tests were lower than 2% ; recoveries were
101.33%-104.05% (RSD=0.95% ,n=6), 95.56%-101.38% (RSD=2.54% ,n=6) and 96.07%-97.12% (RSD=0.44% ,n=6), re-
spectively. CONCLUSIONS: The method is simple and accurate, and suitable for the contents determination of cholic acid, hyode-
oxycholic acid and deoxycholate acid in Naoxueshuan tablet.
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2695 % HPLC %, £ & DU JC %% | 78 & 6 05 46 il 4%
(ELSD) . A ¥k 8% . Empower 2.3 T-/E 3 (35 [E Waters 2%
) 3 XS205 # Hi F K- (%Ki -1 Mettler-Toledo 23] ) ; TS-16R #!
B DL Thermo 2AH]) .

1.2 #mE5iKH

i A R (R TR 2 8 A Oy A B ), WA e, it
45 : B83006 .D86004 ,C90023, #LA% : 0.6 g/ H- 5 KRl H 4 A
A A7 RN W) A R, 415 €89020, MIA% . 0.3 o/ s | % 1,
WA F 415 : 20132001 ,2013a002, HiA% : 0.3 g/ 3| 5 2, Ak
FL#t 5 - 20136001, BEAE : 0.3 g/H ) 5 AH R XF B 5 (4t 5 .
100078-201415, £l Ji : 98.9% ) \ J# 2= S0 JIH 1R %o R Jh (it 57
100087-201411, 4 JF : 99.7% ) . 2= % 0 g X+ 18 5 (it 5 .
110724-200207, 4l & : 1009% ) 40 [ v [ £ 5 24 5 K e iF 5%
Bt s O R EER GRS, R A Tal, Kol R B TK
2 HAEEER
2.1 BIEFGSRSERERR

{3 . SHIMADZU VP-ODS C (150 mm=4.6 mm,5 pm) ;
£ : ELSD; Wi 2l AH : 21 (A)-0.2% W ERIK S W (B) , 6 i
PRI (PRI AL D3R 1) 5 3753 2 1.0 ml/min, #1:5 : 30 °C, JEAE &
K10 plo TERCETEAAET , BRER % 25 SR R A 2 AR 1
BN ) 235910 g 31.71.32.58 . 37.72 min, 4385 1 > 1.5, Bl
B AR T4 B AR T 10 000 5 B i H LAt 1 43 %o IR 5%
TR NIRRT IR B E T . B LI Lo

x1 HEXRRERF

Tab 1 Program of the linear gradient elution

it , min A% B,%
0 5 95
15 20 80
30 50 50
45 80 20
46 5 95
60 5 95

2.2 BREHHE

2.2.1 TRANTHMIER BUIRER 25 AR IR T 25 S H R X
RS A T8 2 R B ARE , 0 B B 100 ml s, i H i 1
IR A, WAUEE 1 ml 43 55 IHER 0.02 mg f L 4UIH AR 0.016
mg., 5L 0.017 mg (V& ) F14E 1 ml 4351 75 IHER 0.20
mg JE A AR 0.16 mg 54U HAR 0.17 mg (=53 &) Wb i
P A TR A0 BTV

2.2.2 MEHASER BURS 10 A BREMAR, R SFRE , iR,
KB FREL0.5 g, B 1 100 ml#EIE M RS % A B2 25 ml, #R
TE TR, BT EInFENE 30 min, B, FRRERE B,
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Fig1l HPLC chromatograms
A. mixed reference; B.test sample; C.negative control; 1.cholic acid; 2.
hyodesoxycholic acid; 3.deoxycholic acid
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AR A PR L $52.2.27 T il 4, BAS

I B AR R YT B (i 49.80 mg S 25 U IH I8 % HEL S 40.08
mg A NRFN IR 42.44 mg, B T [A]— 50 ml Ef P, i
IR IR BB 200, 250, BV TR A ) e St I 25 905 G 7 i
LRI 0.4.1.2.3 4 ml, 20 E T 10 ml I, A
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MSE ST AN . DA i (RO BB RS AR AR () W TR A
XFBUE N AR () EAT LR 1), A5 IE R Y [l )T 5 Aok y=
5.136 2+1.495 3x(#=0.999 5) , & SRR 1Y [l = 5 FE ok y=
5.060 7+1.516 Ox (#=0.999 0) , 2= % I & Y [a] 19 05 # oy y=
5.219 7+1.501 Tx(r=0.999 2) . Z5FFH, IR AR |
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ATAN . S50 BAER 2 AR IR A 2 SRR I T AL RSD 43
W 0.56% .1.28% 1.31% (n=6) , WA R EMER I,
2.7 N E R I

U] — I RE A (165 - B83006) &t K B hR o, 2L 6 403, 4
FIMA— % PR J 25 EIRMR | 25 EIRER X BE il i, %
“2.2.27 R )y Bl 4 4 1 ml % HER 40.352 pg % £ AR
22.816 ng . EHNEFR 15.856 ng AHHR B, 3% 2.1 F
TR AR RE A IR DOR 25 R LR 2.

F2 MEEWRRELER (n=6)
Tab 2 Results of recovery tests(n=06)
T TRRER,  PRRRAE, AR, WEE,  MEEEMC FHEMER RSD,

R g mg mg mg N WK, % %
il 02558 10214 10088 20711 10405 10320 095

02533 10091 10088 20313 10133
02542 10127 10088 2089 10371
02542 10127 10088 20534 10316
02526 10064 10088 20530 10375
02523 10052 10088 20465 10322
sl 02558 0587 05704 11302 9581 9724 254
02533 05780 05704 1144 9579
02542 03801 05704 11258 9567
02542 05801 05704 L1461 9923
02526 05764 05704 L1547 10138
02523 05757 05704 11208 9556
FEm 02558 03903 0394 07719 9627 9655 044
02533 03865 03964 07708 9695
02542 03878 0394 07693 9624
02542 03878 0394 07710 9667
02526 03854 03964 0762 96.07
02523 03849 03%4 07699  97.12

2.8 HmEENE
LTS BRE S A A T, A3 A 2.2.27 35 R Oy ikl g5 4t
TSR VAV, A 2.1 0T 0 R A R AR e SR TR R, O
FEAMR P SRR LA B it B R L3R 3.
*3 HREENELER(n=3,mgkH)

Tab 3 Results of contents determination of samples (=3,

mg/tablet)

5 i BRI Ll
89020 0.94 0.99 0.22
D86004 1.65 1.56 052
90023 135 1.64 041
B83006 220 1.26 0.84
2013001 0.65 033 0.16
20132002 072 034 020
2013b001 022 0.06 0.14
3 Wit
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TAHUER, BRI T TARRCR.
32 EEFEHNER
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