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Eup R, E@N, Bk, AR, B, THE, Kes, R
(B %5 R ABRBEWHLA, LERF 830004)

[(FE] B8 E 5 ER PR I BT R AR . 53K R JH M2 Rk (TLC) 5 1 % 0 1A i JE AR UKL h i R B AT %
BT 5 2R e 280 1 vk D 1 0 o BN BAT E R RN AR R O BT M HRERM S R, BR EAEAT OCEM
B9 TLC (&1 38 BT A5 38 M R PR R @ ko sk (T 0, B PE X I B . £ AR B ATE B 45 7. 204 0 ~ 108.059 3 mg- L™
(r=0.999 5) 5T 5 RO ALPE R Y m ke e F y 98.95% ,RSD 2. 2% ; R /N BERAE 20. 432 7 ~ 408. 654 4 mg-
L'(r=0.999 6) 5 i 2 RLAF A LR 56 22, SF i BE 81 R > 101.83% ,RSD 1. 6% ; $h R I ThiT 7€ 12. 109 1 ~242.182 |
mg-L ™" (r=0.999 5) 50 LR ATV SC B S XA [0 Ry 98.24% ,RSD 1. 1% ; H % & JF BE R FE 7 0. 061 08 ~
0.407 2 g-L ™' (r=0.999 5) 505 B K IFH 20 E &R 2 inkk [m ik % 100. 10% ,RSD 0. 8% ;4 A~45 45 T 5 B RS 9 1%
Sk FE M D AR % IR 50 RSD ¥ <2% o 58 I AR VT F T VA S A R ABORL (9 5 s 4 o
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Quality Standards of Qiakekute Granules

CAl Xiao-cui, KANG Yu-tong, YAN Huan, RONG Xiao-juan, MAO Yan,
WANG Xin-tang , HE Jin-hua™ , SUN Yu-hua
( Xinjiang Institute of Material Medica, Urumqi 830004, China)

[ Abstract | Objective; The study aimed to establish the quality standards of Qiakekute granular.
Method : Phellodendri Amurensis Cortex and Vaccariae Semen were identified by TLC. The contents of vaccarin,
berberine hydro-chlorid, palmatine hydrochloride and ammonium glycyrrhizinate were determined by HPLC.
Result: The TLC spots were clear and specific in good repeatability without inference from negative sample. The
linear range of vaccarin was 7.204 0-108.059 3 mg -L™" (r =0.999 5) with an average recovery of 98.95%
(RSD 2.2% ). The linear range of berberine hydrochloride was 20. 432 7-408. 654 4 mg ‘L™ (r=0.999 6) with
an average recovery of 101.83% (RSD 1.6% ). The linear range of palmatine hydrochloride was 12.109 1-
242.182 1 mg -L™" (r=0.999 5) with an average recovery of 98.24% (RSD 1.1% ). The linear range of
ammonium glycyrrhizinate was 0. 061 08-0.407 2 g -L~" (r =0.999 5) with an average recovery of 100. 10%
(RSD 0.8% ). The RSDs of precision, stability and reproducibility tests were all lower than 2% . Conclusion .
The standard established in this study can be used for the quality control of Qiakekute granular.

[ Key words | Qiakekute granules; TLC; HPLC; quality standards
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[ RER NI L 2 N LN N/ 77 o AN N et Gt
ANCIUDTAE T B R . G R TR T A R
A, T2 09T R, DAL Ik el AR ) A S J0RL ) (8
TR BB AR T SR R MURL 2 i G B
HILVEARRAT ERF A SR AR CH T
WRZG A A, B T ORI TS M E L AD E
iR, E B T8 5 0 R B i 5008 1 Al A R
PETRTH IR A, 0E DL IRAA PR 2 DRI R | BG4
23 B EA R PR FE R AR GBS LT BTZL L E
i T A R SRR o Ay S G T R 5 vk DRIE I
PRIT R, A S 40 2R HT )2 4035 1 X b 7 v EAN BB AT
B AR AT A T 2L ), SR P e 80 €535 v 0 T
A ) N B AT R ER R /N B R R T
HEBRO & &, A RE T 50 PR FRORL 1) 5T &
P& AL S M
1 &
1.1 fY£% LC 2010C A& %08 AH @35 ( H A S
) ,BP211D B 143 #fr K- ( Sartorius,0. 01 mg) ,
YOKO-ZS #Y 5 AR o3 B 4 52 AL (RIS BLA )
L2 2y fnalsn e 5T (45 110732-
200907 , £ i 4 ¥ 86. 1% 1) £k e /)N B o (HIit 5
110713-200911, & & 2 4% 86. 8% it) . L AN 4T
B+ (fit45- 111853-201001 , & & I 5 4% 91. 7% 11 ) |
H R R (LS 110731-20061, & & 0 2 ) %+ 18
W, RN IR 2 6 (5 120937201007 ) | F A
XRG4 (it 5 120904-200914 ) , 310 F vf |5 £
i 247 RS 9 B

T T PR TURL (AR 8.0 mg/4% 7 58 74 3 fin
FRehll A7 BR 2 |] il &, it 5 20110617, 20110621,
20110624 ) , H i g o 3 4l ( 3¢ [F Fisher) , H 405
B2k 53 #r il
2 FEEER
2.1 A TOPER ORI WA b R B R LR
TEHTF A R ORL R R R, 2 . QBN 8
B 75% SBERI AR 3 K, Bk 1.0 h g, &
FEURIR , WE R AR s A . AEET T A E
RNE AT 8 %5 i 60% < W 1] 37 2 B 2 W, B R
L5 by, &I U8 W, U A HEH & . %
I A B EAN R TR 2 SRS SR
FORA N 8 AF K BT 2 W, Bk 1.5 h, g, &
JEUEWE Wi N IE R, 5 LR TR BRSO R
A1 EA T B, S ELMIE SR S, R, ROk iR
1000 g, HI75 .

. 48 -

2.2 R AIE %

2.2.1 REMMLERN " BORE 2.0 g, fn B
20 mL, #8403 30 min, P, JEVR IR AR 22 2 mL,
PE R HE S W . o5 BGER R 2 T 7Tk R /)N BE il )
R A, 20 S F R B 1 mL 45 % 0.10,0. 16
mg B, A S X BRI U o P B OG 2 A X R 24 6
0.5 g, [FJH 0T REZG AF 5 . R B3 3 (P
[ 2 ) 2010 4 i — AR B 5 VIB) 050, W M Bk 4
P 2510 L, 43 50 05 T W] — fE I G M2 A b, DU
- TR T -5 T T - e i (3:6:1.5:3: 1)
(FEZRAMA) S R FF ], I, B, B, B 55k
JEAT (365 nm) T AT, AL i a3 b, #E 5 X R 2
oA UG B o A R 7 B b S TR B Y 2O
BEsi, WHE I,

12 3 4567

1,2,3. Qb ;4. SRR/ SE B0 B 5
5. R THIT X B 56,7, SC AR X B2 44
E1 XEMH TLC

2.2.2 FEARETMEN T B 2.0 g,
70% 1 20 mL, #8745 kb B 30 min, 31, JERAE N
MBS W o 59 B AN B AT BT O R, A
R 1 mL 3 1.0 mg BV, VR X B W .
BCEARBAT A28 0.5 g, 7] v il Bl % B8 25 b s
W o MR vk (CrpE 25 30 ) 2010 A4 i — 50 B 5
VIB) 40 , W B 3R 3 P 45 5 pl, 43 9 a5 T[]
— M g e B A b, DL BE-OK (40 6) R JB TR,
OB B, WL 2% =S bR O EE R, T,
JCE 10 min, &2 AMEKT (365 nm) TRz, Ak 5
il b 78 5 X6 B2 B 63 R G B 35 A N B A7
B BARRB AR 5OEHE S . WA 2,

2.3 FEARBATHEER SR E

2.3.1 OG5S RS E LK Cosmosil-C g
A i%FE (4.6 mm x 250 mm, 5 pm), Ji 3 A0 & -
0. 03% W B2 K 5 W (A W R — &0 40 i 3k 3
0.02 mol-L ") (12.1:87.9), K M 3 & 337 nm, i
1 mL-min ' kR 30 °C . B MR EGR TAEAT
B A 0 SORIR T 4 000, LI 3,



BEIGERE 45 3 T P2 UKL A SO A o

1 2 3 4 5

1,23, fE004. EARBATX IR S, E A BAT S ER 1 % 18 5
B2 ELHETTLC

A
1
‘_I -
= T T T
0 10 20
B
1
I T T T T !
0 10 20 30
C
I T T 1
0 10 20 30
t/min

AL XHIE B AR C. B B 1. R BT S
B3 AT AR R R BT R M S AR i
2.3.2 XTMSFEEATES HERREABITE
TR 5 X5 HE 9. 82 mg, & 25 mL S )i, o A
IR R 20 RS, W R R 1 mL & R B AT H

4 0.360 2 mg Ay X B 55T

2.3.3 LB AH S BCREZR TR,
WA, B2 5.0 g, WG % FR e, B 50 mL &),
50% £, P2 30 mL, A A BE (T % 250 W, 4R 50
kHz)30 min, it , I 50% 2, F#s B¢ % %0 3, #2457,
B0 BT DR AT, BRI, B A

2.3.4 RVEXRFRFEE Sk WO bR X IR
443 0.2,0.3,0.5,0.7,1.0,1.5,2.0,3.0 mL &
10 mL S5t v, i PP 2 20 5, 4 50, AR R U

(0T R VT o R 2 I R S TR 45 20 L AR
AR TEAS, AR I 5 AN BR A7 B 0 T AR, DA X
FE it 0 R e B g A8 A B (X)W TE B A bR ()
22 Wil B ofE R 2, A5 181 9 7 & Ol Y =38 886X - 38 718
(r=0.999 5), 45 R FEKW £ A FAT 8 B 7E
7.204 ~108. 059 mg-L ' 5L C R BT,
2.3.5 RS EEIRYS HUE) X B VA % SRR
6 WK, % Lk il S e, il sk g AL . 45 RSD
2.0% ,F WL AR % B R AT
2.3.6 EEMKE  HUE (45 20110617) i
I ARIE &, 3L 6 0 K % AR, 40 il 4 2.3.3 T
J5 B A T R 4 R R SR T Sk
MR, 450 1 g B3 & BN B AT B R
252.91 pg,RSD 1. 4% ,F A )y i & M 4T,
2.3.7 FEtie R —H AR S, 0 T
0,2,4,8,12,24 h L, d sk g TR . 2455 RSD
2.2% WML S WAE 24 h AR E PE R 47
2.3.8 AR B S i R G
(f1t%5-20110617) 2y 2.5 g K2 FRE , B 50 mL & |
oL 3L 6 0y, 40 SRS S A TS B8 AT A X IR A A
AW 2.2 mL, 4% 2.3.3 TR )5 vk A R T
MR T moR R LR 1,

F1 AREHBAESIABTEMTNEEERRR

FE b HURES 4 Il 1l 2% FHE RSD

/mg /mg /% /% /%
0.765 9 1.529 0 96. 29
0.780 4 1.577 7 100. 62
0.777 2 1.579 0 101. 17

98.95 2.2
0.769 0 1.536 4 96. 83
0.7855 1.584 3 100. 81
0.7659 1.542 3 97.98

AR N 0.792 4 mg,
2.3.9 HESINE E3 HETE SO R BURL A IS L
S 2. 3.3 TR J7 i A Al i R, AR
FAFIE , VAR S S B AT R A 0 B A
% 2.90,2.77,3. 13 mg/4%,
2.4 ERTR/INBEG AN SRR [ SH T Y A e
2.4.1 @EFMS REE KK Cosmosil-Cy
% HE (4.6 mm x 250 mm, 5 pm), i 3 AH & -
0. 1% W B2 ¥ W (A Bk BR — &0 B0 35 3
0.02 mol-L™") (23:77), # I 3 & 345 nm, 3 ¥
1.0 mL-min " A% 30 °C, R 5 pul, FHIE MR
P ER IR /N BERR UG TH ORI T 11 000, €538 43 B 45 21
. 49 .
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t/min

ALBLXFI L 5 C. R 5 D. BIHERES;
LN, SR E T
B4 A%RESBHN HPLC

2.4.2 XFHESREEWOEIE SR B R EUER R /N
BER BRI B LT XS B AL 11,77 ,11.72 mg, B 25 mL
10 N N P i = D s i o
1 mL#& % 0.470 8,0. 468 8 mg Y W , 1 4 XF IR i
& o
2.4.3 MLLAE R H S BUCEE 2R N IA M,
WHAH I 3.0 g, M B AR, & 50 mL i, A
70% £, W2 30 mL, # 7 Ab B (T % 250 W, 45K
50 kHz) 15 min, ¥, 0 70% 20 B m B 2 %0 )%, 4%
AL E0 B TE W, e AT USRS
2.4.4 LMXRFBLE SRS R AR R R /N
BERH T BRI 44 W 0.5,1.0,2.0,3.0,5.0,7.0,
. 50 .

10.0 mL#E 10 mL & A, i B B 2 20 B, #2540,
T FR G A B 1) R TR /)N BE B 6T B O U5 1 0 0
W H L R R S 7T X B 45K 0.3,0.5, 1.0,
1.5,2.0,4.0,6.0 mL % 10 mL &4, n i g &= %)
JE L FRAT HIAT R DA B 0 Eh R I S 7T X RS
K3 W RS 5 L T8 AR 3% 43, AR 2
FE L TE ST AR o AT RS F A5 e B A B AR A (X))
T AR AL AR (V) |, 2 i b v 4R, A5 3 R /) BE i
FERTR CL ST /Y [l 05 5 #2439 R Y = 21 899X +
16 278(r =0.999 6),V =23 231X - 653.33 (r =
0.999 6) . S5RKW, bR /N BE g A Eh #2577 4y
BIFE 20.432 7 ~408.654 4,12.109 1 ~242.182 1
mg- L™ 545 [ W i AL 1 O R R

2.4.5 EH R R 0 BRI U, 3 S AR
6 WK, e bR s A E 0 sk T A . 25 R R IR
JINBEH AN R B2 12 7T A RSD 439N 0.5% ,0. 6% ,
F WA % B R AT

2.4.6 HEEME BFE—H(HS 20110617 ) i
R AGE 5, 3k 6 iy KRS, o i 4% 2.3.3 TR
D5 ¥ i A Al S, % B R S5 IN E 1 R 0
TR 4 SRARE O A SR R /N BE TR 1. 63 mg-g T,
iR W 57T 0.95 mg- g™, RSD 43 Jjl hy 1.4%,
1.0% ,RUIA T EH G R,

2.4.7 RoEtils BE At atael e, oo T
0,2,4,8,12,24 h R & ,id sk g T, 454 RSD
5398 0.6% ,0.8% , KW B MW AE 24 h N2
FEME RIS

2.4.8  foAE RS RS M E &R gl
(#t5 20110617) 2 1.5 ¢, Ki %W, & 50 mL &
6 By, 43 RS B I A B TR /)N BE A RD AR R L 5 7T
Xof R S A5 4. 0 mL, 3 20403 TR 5 3k 45 R
b W, MR A TR IS R B IR L3R 3,4,
2.4.9 FEAVINGE  HU3 HETA R RR R 4508 B A
A% 2. 4.3 U J7 2 i g Al o v i, 7 1 AR
S T s 0 T A, DA O TR RS 4 SR AR b
IR /NBER SRR L T I A AR LR S,

2.5 HERK SR

2.5.1 @EIEAMHSRSE ML Cosmosil-C g
g AE (4.6 mm x 250 mm, 5 pm), i 35 A & -
0. 05% W TR 7% W (31269 ) , 6 I i 1< 247 nm, i #
1.0 mL-min ", #7530 °C,#E & 10 wl, FEISH
B B R T ANIRT 13 000, WLELS,

2.5.2 XFRRARISWR A HIE O B PR O R R Bk
MR 10. 18 mg, & 10 mL & i, in HY B3 i 01 #



BEIGERE 45 3 T P2 UKL A SO A o

R 3 RTE RN P A ER /N BER A 0 R [ 0 FR X 0

B S i W75 I i A RSD
/mg /mg /% /% /%
2.7775 5.8412 102. 37

2.762 6 5.783 4 100. 94

2.771 4 5.8750 103. 70

2.785 2 5.8318 101. 80 101. 83 1.6
2.773 2 5.859 5 103. 12

2.773 3 5.737 9 99. 06

AR 2.992 9 mg,

x4 AREHFTATEBREDITHMEDKRRE

B P HUEE ST &S 3 ME RSD
/mg /mg /% /% /%

1.630 7 3.193 1 97.71

1.6310 3.1857 97.29

1.630 7 3.2235 99. 67

1.630 8 3.2203 99. 47 98.24 1.1

1.630 7 3.1877 97.43

1.630 8 3.193 4 97.79

M AN 1,598 0 mg,

RS REEHTHNERP2HASIEENUE(n=3) mg/4

. R /N EER AN

it HEmNEER RO DT 3 o

BRI SR
20110617 15.92 9.21 25.13
20110621 15.22 8.92 24. 14
20110624 15.36 8.95 24.31

BERZE 2], H A 1 mL & 1,01
PR BRI 28 W CH R O = H R B o

oo
7
=
)
=

£/1.0207)
2.5.3 fELRE WM E S BUREZEF T AN,

AN, 2 4.0 g KG B FRE , B 50 mL &, A
50% £ WEZy 30 mL, B A B (Th 3 250 W, 4 &
50 kHz)30 min, L%, I 50% 2, M B 2 %0 %,
A1, E0 IR EE W, B IS IR, RIAS

2.5.4 ZRVEXRRFEE Sk WO IR X IR
4% 0.3,0.5,1.0,1.25,1.5,2.0 mL & 5 mL &
TR o PR AR 2 R R 5T, A AR A MR B 0 X R
o RS W R W45 10 WL AR
ASC, AR I N T R T e W T R K R A A
R AR bR (X)), W TE AR R AR AR (V) 2 i B o it
2 fAmIF TR Y =6.86 x 10°X +5.27 x 10*,r =
0.999 7, Z5RFHHHEREAE 0. 061 08 ~0.407 2 g-
L5 g LR M 56 R R AF

2.5.5 KGR R X RE LA U, SR
6 WK, #ie bR 3 AR I E i Sk A, 452 RSD

A
0 20 40
B
1
J
} T T T T T
0 20 40
C
J A
t T T T 1
0 20 40
t/min

AL XTI B Ealhh s C BAPERE R 1. H R RR
Bl 5 i&5E BRI H B B 4 HPLC

1.7% , WK % B R AT
2.5.6 @RS HUE (5 20110617)
R AGE &, 3L 6 WK, o i 2. 5.3 TR
735 1l B B T VA R, e LR S A I I SR U
TR &5 SRR NS & H FOER 8% 3. 30 mg-g ' RSD
0.4% , KA FEELERL
2.5.7 RoEtls BE bl s, oo T
0,2,4,8,12,24 h {yk 0 G TR . 455 RSD
L. 1% , R W HE S RAE 24 h NERE TR R AF
2.5.8  fnAEEIg AR B M Ry gl
(#t520110617) 29 2.0 g KEHEFRE , B 50 mL &l
36 By, A3 iR B N H R R e X R i A TR
(4 1 mL & H®E®B£0.954 0 mg)8. 0 mL,#%2.5.3
T 5 i A b o VA, AR T G AR T
G5 EK 6,
2.5.9 FEAVNE B3 LA O PR 4 UK 45l
Gy AEE 2.5.3 TR J7 vk ) A AR R W, R Bk
g 0 e, 10 sk g T AR, DA T AR AR, 45 2R
B SR H B R 1 B 4 W R 25.70,25. 87 ,26. 59
mg/ %3
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R 6 AT AL B R N A B 0 R R

B op i HUEES [1] i 22 -1 {E RSD
/mg /mg /% /% /%

6.633 4 14.252 0 99. 82

6.580 9 14.307 4 101. 24

6.850 8 14.419 0 99. 16

6. 600 8 14.220 7 99. 84 100. 10 0.8

6.563 4 14.168 0 99. 64

6.741 5 14.440 9 100. 88
AR K 7.632 0 mg,

3 itig

3.1 HRERIACE SR AP 2 L) Ty
TR/ NEER 5 R R B ST BERUR 23T EE AL
Jr ik A B Ry B AR B AR, XEAR TS
AN B AT I S0 SR R I R B, 2% = Ak
BR OBV R A0 S T N T o R B AN T A
B BRSO TR E 10 min J5, BE B0 5
{5 BT o

3.2 KNP AE S a1 A ol B £
AN BB AT SR Y X ot A A H R R B o R VA AT
200 ~800 nm ¢ K HEAT F1Hl, 25 2R e B d R i
WA S50 2 337, 24T o s [ 24 ) o JLSE E A B
AT BT G 280 nm, 28 525 5 £ AN B AT
PR T AE 337 nm T, WO fE ALK, W TR £, i AE
280 nm 2RI R &2, o BN TR G A R
337 nm A 4G I 5 (o 24 80) b0 LI i
KN 237 nm, 5K ME H IR EAE 247 nm B, K
WK, WP A2, THL L 52 SR 247 nm A Dy £
i

3.3 WShMHRYEERE 7R E R AT T S e
Tk 5 op 43 1 DL R E-0. 5% UK Il R K Vs T L PR -
0. 3% B W /K 5 W . & W50 3% Wi R /K 5 . & i -
0. 03 % WL K # W . £ i -0. 03 % Wi 2 /K 35 L (A
iR — A IR F] 0. 02 mol - L™1) i S A R 4E,
PEAT VL SAR ) Be | 45 58 & BLR H £ 16 -0. 03 % i R
IR A B iR — 200 H Gk #) 0. 02 mol-L™1)
I, AN AT S Y 0 | o0 B R A, U S A
PR LT T, BR3P i A B AR B0 A0 B 25 8, e
T s .

A S N T I R R R R OG
FEABATHY TLC i, 55 AF BE LW S, 70 B 2 4
EREE0 BES i o7 P o < VAN R (=F o Tt ¢ i
W ORE L A R AT G 2010 AR RCCH
24 40) TR, I WL AR o AT T 8 0 R R UL Y D
il

.52 .
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