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(FE] 8 CFARBEE e A7 1 F i 7 il sCBUR R 5 . % 8 I 0SS JURE v JIr & b 2 78 40 RE SR e B S U B A7 %
WIE R R ROk, T RS IS A5 Chromsil-Cis (4. 6 mmX 250 mm,5 pm) . FBIH A H
R 0. 1% H KW B A EE. A « B=12 ¢ 88, Wi K 1. 0 ml/min, F:R 25°C , RAMEME K 210 nm. #EFEE 50 pl, B8 17H
/& 25 min, £ RE SRR TN 57 BUR PR BE A5 15 B B2 0 BT, & P AE 6. 1~97. 6.6, 4~102 pg/ml T P 52 R4 A 26 56
FGr>0.999), HAFH HREEBER/NT 2% (n=3) , P WA 3504 95. 4% (RSD 1. 54 % ,n=6).99. 224 (RSD 1. 97 % ,n=
6), IR PHE, 45 S L AT A, T T RO UKL Hh A R R R S R R 1 T A
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High performance liquid chromatography in determining ursolic acid and oleanolic acid contents in
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[ Abstract ] Objective  To establish a method for determining the contents of ursolie acid and oleanolic acid in
Qinggansanjie granules for quality control of the preparation. Methods High-performance liquid chromatography with a diode-
array detector (HPLC-DAD) was used for determination at the following conditions: The column was Chromsil-Cs (4. 6 mm X
250 mm, 5 pm), mobile phase was A: 0. 1% (V/V) formic acid solution, B: methanol, A : B = 12 : 88. The flow rate was
1.0 ml/min, the temperature of column was 25°C , the detection wavelength was set at 210 nm, the injection volume was 50 pl,
and the running time was 25 min. Results Ursolic acid and oleanolic acid could be separated on baseline, with the linear range
being 6. 1-97. 6 pg/ml for ursolic acid and 6. 4-102 pg/ml for oleanolic acid. The results of intra-day and inter-day precisions
were both within 2% (n=3), and the average recovery was 95.4% (RSD 1.54%, n=6) and 99.2% (RSD 1.97%, n=6).
Conclusion The present method is simple, rapid, accurate, and with satisfactory repeatability; it can be used for quality control
of ursolic acid and oleanolic acid in Qinggansanjie granules.
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A 5 PR AT R R R T M BB T R U BR R B9

ALT7 25 A NS S48 0 SO LU B R OK SRR L
TCHBR Y L PETE A8 & B E R T IR
BRIZ DI, BT8R s I i KGR R AL
FOE K BRI 55 L RB)H H 697 I Ak ot A
FRIBIEEE Y R0 T 5, I8 & /NS
RS IR T 2 ¥ g MR L 8 Wl L IR 1 A T R S ED T . A
A6 e T B 98 BB — AR AR RUAS A W A6 e T A 4 B, M
T2E B B IR T R PR i 2 Rk, AR 2 LRI Yk
WA UMR PO T R E R L L SR My
A RERR Cursolic acid, UA) B FF HUR R (oleanolic acid, OA) .,
PRGNS IE R S R A Y AGE R e, EE RO
MREE HIORS L Lk il BB PR A FE I R L S L R 2 A
EWEZEY S ERE, FETEST FHERS IJFE
NZAW FEAROLSTY . BHRCESE, UA F1 OA HAF 4k
WIZ WA G, A T2 AE T EY R B R
B B0 AR A B B BE LT RN BT R AR R D,
UA Fl OA J& 2 374 55 48 55 A AR [8) 19 [ 43 5 4 4L 02 — 3%
AWE MR AN BN AR Y LAy BT X UA Fi OA
BRI 3 S A e OB 28 A (0 % T T I e
T e SSOB AR 8 1% - 28 R GBI AR T A R TR R T
T I R AU 14 T A A 92 36 SR T o A58 TR0 AH 0 1% 5 A 4G ) 12
XT3 R R 2 S i) UA FIL OA #4785 & 2 , iz il )
ST R A G R v L A R B R R R R

1 LEMRE

1.1 ME  Agilent 1100 FR I = 5B AH g AL (35 H 2 4E 10
) ALFE G1379A EA AL GI311A It . G1367A
A sl AR AR L G1316A HIRAH 1 G1315B DAD £ il 4% ; 4 1%
#H 5 & Chromsil-Cis (4. 6 mm X 250 mm, 5 pm) s KUDOS-
SK2200H # 75 %% ( I 1 Bl 5 8 A 4L 2% A 7)) ; METTLER
AE240 BIT5 43 Z — i RV (FE E AR ) A 7D 5 SB3200-T
PRI E VA (L L RE S B A A R FD ; SORVALL
Legend Micro 17 B0 HL(ZEE Thermo 24 Al 5 HL #1H LK 1B
BRI EIT 88 ) s PW Ultra-pure B 4K R & (F i
Heal Force A7),

1.2 X% M ANZS Actinidia valvata Dunn, it %5 :100901,
FEHb B A UL S Salvia chinensis Benth, #£5: 100730,
o 1WA A AE W & ¥ Oldenlandia dif fusa (Willd.) , fit %5 .
2010120466, 77 Hi . VL5 ; 8 & Scutellaria barbata D. Don,
#5:2010100028, 7= H . WL s A AR Atractylodes macroce ph-
ala Koidz, #it 5. 100927, 7= Hi. #§ YL; Ik & Poria cocos
(Schw. ) Wolf. #lt 5. 100927, F= Hh . % B ; R 2 Ganoderma
lucidum (Leyss. ex Fr. )Karst. L5 100827, ;= #h . % #{; /\
H L Akebia quinata (Thunb. ) Decne, It 5 : 2010090033, 7=
Mo ZBGE HR Ardisia japonica (Thumb. ) Blume, #it %5 ;
100826, 7= Hb . YT 95 ; 48 W1 Buplewrum chinense DC, it 5 .

2010122501, P24 . B s ¥ % Scutellaria baicalensis Georgi,
5101019, 77 1 IL AR 5 B BR Artemisia capillaries Thunb.
LS. 100224, 7= M. VT J5; 3 4 5 Sedum sarmentosum
Bunge. it 5 : 100928, 7= M . % #; H ¥ Glycyrrhiza uralensis
Fisch, it 452011020077, F= M1 . % #l, ZHM B LHE —FE K
2 B A 2 O PN R R A A . KRR UA A
OA T 19 v [ 25 A= P 1) & K 8 JIr (4l >98. 0%, LB,
LR L Tig 49 Ry 43 B 2005 FHBE Ry €5 1% 2 (36 [, Honeywell 24
Al B RN (A 4l (SE [, Sigma A FD K B Ak,

2 FEE&ER

2.1 HAIFBEBEGHETL R 60 54 =M
3£ 13,2 kg, 10 f5 /KA BRI 2 b, i U8 42 B I L 0 T
FH 8 K E W HRER 1.5 hoad i, W AR UE L S b JE L BT
PHUIE W B W i B2 B A 2 kg BB HE 1 : 2 INAH
BIIRE 2 4 ke, HBORL L BETAS 3.2 ke WAL LAEEA 15 ¢
PEAT AN /N R A8 i, L 75 188 489 T B 4h 5 R

2.2 wABE#EFMH EREHA Chromsil Cis (4.6 mm X 250
mm,5 pm) s PN A AN 0. 1% B R K W L, B AT Sk B B
A+ B=12: 88; M A 1.0 ml/min; # ¥ 25°C ; 84N M %
K 210 nm; #FFEE 50 ;2 4THS AR 25 min,

2.3 BRI SR R A R & N B PR IR BT BLAE BORLRE 15
g %A 250 ml #EJE I . i A 120 ml H B, B8 75 AL BT 45
min, i UE  BCEJE T, B8 A 120 ml BB, 75 45 min, i
UL IRTR A 2 IRV B AL L L KR S0CHEF
HRERMIF R E s ml T e A, BULERE 1 650X g
B 5 min, B ETE WS 0. 45 o A HLAFL 8, Bk U I
A5 pt A U T

2.4 MR ERY S AEHERE UA X 6,10 mg.
OA X & 8. 50 mg, B 10 ml B, A B BEVE i 0 2 45
RI4% UA ¥JE 610 pg/ml OA ¥R 850 pg/ml B XF IR 5 if
W BIKFE 4~10°CIRAE,

2.5 FHEFHFR

2.5.1 AxEdHAWE L& RNZBERR B, N &I
UA # OAX] JE S GE =, & T 10 ml & m A B B @
LT W R e B RO . 3 UA B 6. 1,12, 20,
24.40.,48.80,73. 20, 97. 60 pg/ml, OA N 6. 4, 12. 75,
25.50.,51.00.,76. 50,102, 0 pg/ml 9 R 5 IR A Xt & 56 W .
2 2.2 WU (3% Z A a0E B 4307 L LA R B2 Sl B AR AR (O, TR 8
T 1 AR R A AR AR (YD BEAT Rk I, 45 [ 09 Oy #E . UA.
Y=24.446X+12. 552, r=0. 999 7, Z&PEJE Fl 6. 1~97. 60
pg/ml,OA: Y =22, 389X +17. 696, r=0. 999 9, £ ¥ i [
6.4~102.0 pg/ml,

2.5.2 EEREBAMK K UA M OA 50177 B 4%
2.2 BUF G 4 PR RE  LUE IR L 10 ¢ 1 B, 8 iR
#HR L, UA F1OA 1Y 5 & BR 435024 6. 100 ng/ml Fi16. 375
pg/ml, DIEMEHR 3+ 1, 8w H B AR, UA A1 OA
P4 o AER A6 U FIR 43 591 Ry 2. 440 pg/ml 2. 550 pg/ml.
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2.5.3 FRGEME K202 WUF @A ORI A5
A RS E L UL 1C, OA fR BB BT E 25 17. 8 min, UA & B B [A]
H18.9 min, —H AT E >1.5, UA (19 (R 06X R
0. 96, MR EL=>8 000, 0A Ay FEIEXTFRIEN 1. 00, B AR % >
8 000,

2.5.4 HEME RRASU RS TR A Y TR AL 5 = 2 Y
1/3. R 1/3 b MR M AN &M NS A WgE e e
R TR L B 250 ml HEFE UL A 120 ml O, B
45 min, 2 38, B BRI L DEE A 120 ml H B, B 75 45 min,
ThUE AR RV L AT 2 RUETR L K TR AT A T A A
HBES ml Bl ER,1 650X g B0 5 min, B #ad
0.45 pm A HUFLIE R 4% 2. 2 T T €335 2% R 30E R 40 BT L 25 21
UL 1B, I B A AR U T B UA A OA faifig, LIS (3% 5
HEREBE S OLE TA LR DL 2 Fhopt o3 i €0 3% 04, DA 41 P BR
Fehoh B HHA MBS A UA R OA{EAHT TS24 & i
FHAA AL, B 2 Ak A EE R AT S . e
25 FE ALY HOL UA R OA By 5 48 00 58 e 4 il 3% il 37)
o B — R T AR

2.5.5 MEHmE  HBURG A SIS, UA M 6. 1.48. 8,
97.6 pg/ml X OA 6.4.51.0,102. 0 pg/ml fE R & 3
ANUREE S HE 2.2 U Bk 4 1k 76 1 d A R AR 3 0K, LA
FAESE 3 d 4 Bk RE, 5 58 H KRS %5 5 R H E)AS o R, 45
OA H NHKE# % RSD 43510 1. 24 % ,0. 89% ,0. 56 % , H 1615
W RSD 43524 0. 88%.,0. 76%.0. 19% ; UA H P K % &
RSD 4354 1. 96 % ,0. 19% ,0. 32% , H ] 45 2 FF RSD 43 %1
H1.61%.1.34%.0.23% , —HTE 3 DAFKBEMA N H
KGN T 2%

2.5.6 EAEM KEERIE 6 0r i IFHLS PR &L B0
15 g, 438 250 ml HETEHE L 4 2. 3 300 F il 4% bl oA
i 2.2 WUN (O35 SRR BT . 25530 OA P IVREE Jy 21. 88
pg/ml,RSD iy 1. 42% , UA V¥ 49. 60 pg/ml, RSD
HFl.82Y EEMERYNT 2%,

2.5.7 EFHE  OREWEC6 0I5 I A WO R L B Y
7.5 g, B 250 ml HEIRE P, B BURT A LA UA MREE Dl 97.6
pg/ml B OA VN 102, 0 pg/ml B BEFIE G W 1 ml, 3%
2.3 TR il £ A W A L 1 2. 2 TR (0 A 1R kB A A L
FomAE A, OA Akl 2% 101. 9% ,RSD N 1. 22%,
UA S F % 99,67 % ,RSD R 2. 28% .,

2.5.8 REM  FRURGEAFHIEE BOREE Y 15 g, 4% 2. 3 T
T A AL T 0.2.6,12.24 b 2.2 TR @
ZAFHERE AT, OA (Y TH AL RSD 4 1. 64 %, UA 1 0 1 X
RSD 4 1.59%, @ /K 24 h IWFaE M R 4F,

2.6 AfSeym T RS FRHL 3 0T A MUR R B L B
2515 g, & 250 ml HETEIM L 35 2. 3 T i 4 413 5 L 3%
2. 2 BUR €638 4 R 0k B 2 BT (6o 3% 1 L I 1D) i 7% g 1 AR
AN HE I Lt SR TR B L 4505 I s WOk R OA 19 & =
H7.29 pg/g.RSD 2 2.46% , UA % 1 H 16. 37 ng/g, RSD
H2.87%,
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T T T T T 1
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I 7] #/min
12 B
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I 7] #/min
J )
A VAN c
T T T T T 1
0 5 10 15 20 25
I 7] #/min

I 7] #/min
B 1 FRSERNS R REeIiLEE

A: EEWER; B: ZEAMGCREMAS A ILE AR LR
FEFEHA); Co REX MM D WITHEE R 1. STHCRR; 2. f8

3.1 Ak kek4E  fE 190~400 nm KA, 5
ZI UA Fl OA 1£ 210 nm &b #45 W Wi B3 5 Wk 85 oK, TR
Tl s 2 0 5 0 ) 1) T 46 L WG 4 210 nm S R D 4
3.2 mEhARMy AR B XFZG W) AR PR IR B S AR L X £ b
TSR AR ) L B BEAT T s 2E . 2 K R4, OA R UA
AR BRI 4y s . DLW K RGBSR 4 19 40 B UA
FOA RS AH o A — %2 Ll (1 B2 A Bh T i g Ay, 41
SYEE, Zab xR A RS Mk R 5 5% A5 D e AR IR S AH A
B AR 0 1Y M AKEW.BHE IHEL,A: B=12 ¢
88, ILZFT OA Al UA 7E 20 min PS40 1,

3.3 &AW E BT UA S OA NHESFHME, N
HEALE R RUE, O B R A — EMMERE . B& T O
B A [] SR URE 26 T ( Agilent SB-Cyy \XDB-Cys , HC-Cj5 . TC-
Cis EC-Cis 2 Chromsil-Cyg) AR P9 /2 (4. 6.3. 0 & 2.1
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mm) R DR AR (5.3.5 K 2.7 pm) KO A 4% A K
(250,150 & 100 mm) [ (3% #1xF =3 4> B 25 B2 i, & 3
Tt I £ 9 R R A 0 A B L 4R A A
K HURRLAR BE RS B UA F1 OA 15 1B 2 48 59 W Bt 1R
FA 0 B e 3% 43 B B B B 4G, B 24 3E 3 Chromsil-Cg
(4.6 mmX 250 mm,5 pm) Ei%EH, UA 5 OA 7£ 20 min P 5%
W E AR T 1.5,
3.4 BB R BRI S B R RS R O
L BRI BOA R A (F B, OB TR R, 75 B[]
(15.30.45 min) RIEFIAET(6.8.10 fif i) X H i UA il OA
PEIEE B S B T = R ZKOP IE 3SR 56 AT B AR
PEAAL . SeE 4 R R UA 1 OA B RN X =
YR 8 S 5 70 o 24 > B TBURRE i) > V3 7R A% 400, e X B 4 8 %
N BB AR A 45 min, MEE T BB
SO, I R UTHRI 2 A 3 K UALOA 75 B 46w T #2 1
TGS, AR 2 ORI 3 R 45 5 30 T AR T L g i 430 L 2
W R EMRARIS E .

AR SCHENT T BOBOR £ % 58 AR Dk 0 S i A B
B UA R OA & i i 5 ik R X 7 Bkl AT T & i 1) O i
225 5%l 3 1 AR I 6 A AL B A AT TR, BE T i
5 B A R UA BT OA 347 J5 2 2 i A ) 47
AR, 27k R P S R L, TR T
Xof i HF s O OA I UA B R,

4 Flzmr=

AT A 3 P WA SO BT A ) 45 o 5%
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