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M OE AN ZIRHMNERFREREFRRR BT AREF ERF BB ER K IR O RS S TN R,
* KA BRGRAE ik, &34 Dikma Platisil ODS, #3484 TAE-0.1% BB ik (B B ZEML) , Atk % 1.0 mL/min, A& % K
A 254 nm(HeF H A2 H B R B KT H) 327 nm (R RER) BB A 30 C. &R GRE T H AMREF F
B R BE AR KSR B Ak AR B M SE B 551 4 0.008 2~0.164 pg (r=0.999 8) .0.027~0.540 pg(r=0.999 7) .0.025 25~
0.505 pg(r=0.999 8) .0.046~0.920 pg(+=0.999 7) .0.059~1.180 ug(+=0.999 5) .0.008 05~0.161 pg(r=0.999 4) ; & F &5 5| 4
0.61.0.59.,0.87.0.51,0.92.0.65 ng, #ai FE %) 4 1.67.1.73.1.96.1.82.2.31 1.87 ng; #5555 & A& 1k & 2 MK I RSD<2.0%;
Jn K S B o ) A 95.34% ~98.27% (RSD=1.2% ,n=9) .98.18% ~101.92% (RSD=1.4% ,n=9) ,97.36% ~101.09% (RSD=
1.0% ,n=9) .95.24% ~98.93% (RSD=1.3% ,n=9) .95.76 % ~99.34% (RSD=1.5% ,n=9) .95.00% ~98.75% (RSD=1.4% ,n=
9), &b Z EBRARRAL B REH E AT, TR TAFE R R P RER AT RIS S B B K B
G F 0y R R R

KEER SRR E R RIF R R R T s AR N B K E R A

Simultaneous Determination of 6 Kinds of Components in Longze Xiongdan Capsules by HPLC
HAO Chengyi, FENG Bo(College of Pharmacy, Jilin Medical University, Jilin Jilin 132013, China)

ABSTRACT OBIJECTIVE: To establish a method for simultaneous determination of chlorogenic acid, geniposide, ‘gentiopicro-
side, baicalin, berberine hydrochloride and chrysophanol in Longze xiongdan capsule. METHODS: HPLC method was adopted.
The separation was performed on Dikma Platisil ODS column with mobile phase consisting.ef dcetonitrile-0:1 % phosphoric acid so-
lution (gradient elution) at the flow rate of 1.0 mL/min. The detection wavelength-wére sef at,254 nm' for geniposide, gentiopicro-
side, baicalin, berberine hydrochloride and chrysophanol and 327 nm forsehlorogenic ‘acid. The column temperature was 30 “C. RE-
SUITS: Linear ranges of chlorogenic acid, geniposide, gentiopicroside,| baicalin, berberine hydrochloride and chrysophanol were
0.008 2-0.164 pg (r=0.999 8), 0.027-0.540 pg(z=0.999 7),0.025 25-0.505 pg (#=0.999 8), 0.046-0.920 pg(»=0.999 7),
0.059-1.180 pg(r=0.999 5),0.008 05-0.16laf1g(+=0.999 4), respectively; the limits of quantitation were 0.61, 0.59, 0.87, 0.51,
0.92, 0.65 ng, and the limits of.detection were 1.67, 1.73, 1.96, 1.82, 2.31, 1.87 ng. RSDs of precision, stability and reproduc-
ibility tests were lower,than 2.0% ;s recoveries were 95.34%-98.27 % (RSD=1.2% ,n=9), 98.18%-101.92% (RSD=1.4% ,n=9),
97.36% -101.099% (RSD=1.0% , n=9) , 95.24% -98.93% (RSD=1.3% , n=9) , 95.76% -99.34% (RSD=1.5% , n=9) ,
95.00%%98.75% (RSD=1.4% ,n=9) , respectively. CONCLUSIONS: The method is simple, accurate, reproducible and suitable
for simultaneous determination of chlorogenic acid, geniposide, gentiopicroside, baicalin, berberine hydrochloride, chrysophanol
in Longze xiongdan capsule.

KEYWORDS HPLC; Longze xiongdan capsule; Chlorogenic acid; Geniposide; Gentiopicroside; Baicalin; Berberine hydrochlo-
ride; Chrysophanol; Content
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A% Shimadzu 2% #) ) ; Synergy 185 % i# 4l /K {Y ( 56
Millipore /A ] ) ; KQ-250DE H K48 7 i 15 v (B2 11
TR P AR A BR S A, TR . 250 W, 451 %K« 40 kHz) ;
CAP225D B+ 54y 2 —HL ¥RV (£ Sartorius 24 H ) o
1.2 Zm5ik#

Je i RE M e B (MR ETHI 25 IRA AL #S .
20140703.,20150407 ,201409021, HL4% : 0.25 g/ki) ; 4 Ji
i %of BB S (HE5- £ 110753-201415, 4HFF : 96.2% ) A F 1
Xof BE i (HE45-: 110749-201316, 213 : 97.5% ) . o IH
X BE 5L (H1E5- 2 110770-200308 , 4 £ 98.2% ) . B & 1 %t
B AL (HIE5: 110715-200514, 453 . 98.1% ) R R /)N B Bl
X BE i (1622 110713-201212, 43 : 98.1% ) A # 1s Xt
HE S (352 110796-2006 10, 40 : 99.8 % ) ¥ [ v [ £
a2 R E BIFIE B 5 C i Al LA 34 B
afi, KAk,

2 FiEEHER
2.1 fiEEH

{6t : Dikma Platisil ODS(250 mmx4.6 mm,5 pm) ;
T : O (A)-0.1% BEFR I W (B) , B B e (0~20
min, 10% —16% A ; 20~40 min, 16% —30% A ; 40~60
min, 30% —40% A; 60~61 min, 40% —90% A; 61~75
min,90%A ) ; Jii8 : 1.0 mL/min; ¥ 3 K : 254 nm (G T
T JRRRFE T BT EhER/NEERR R Y ) 327 nm (4%
JEIR ) s 112 30 °Co
22 BRHFIE
2.2.1 RAXISEW 735G B PRI R R AT
T MR B ER IR /INBEG | R B I X AR A% IS
BORERE, BT 10 mL B, in B e 2, %
A7l 2 R I vk JE A 0.008 2 mg/mL Mg -1 i &
We B Ry 0.027 mg/mL | Je IH 5 9 i i vk ol 0.025 25
mg/mL AT BT O 0.046 mg/mL R R /)N EE G T
vk o 0.059 mg/mL ., K B M it it vk R 0.008 05
mg/mL PR R I TR
222 MHAMEW  BUE SN AYIE a2 Y
% RS PRI 1.0 g, B T 50 mL B ZEHE IR b, i i
40 mL, FR5E &, 5 $E 30 min, A 5 FRRFR E i
i, AN R R A T, FE S, 42 0.45 pm TRFL B AR
UERL SRR, 1S .

2.2.3  FHVEXTREFSWR R an n9 by Lu @l Al 5 1.2,
S35 EAE - R RR B RIS AL G R R B
F B AL 18 BFI: X BRIV

2.3 REEAMRE

KA 2,27 TR YR A0 BE A T I S TR
A O X B R A 3 i, 2.1 I 3% Ak E HE AR
FE e, LK L B LR Rk A,
B ST B REIR B A3 15, A B BE > 1.5 B Al g DLk
RRSEFFUEETF 4 5 000 , FREAIHE] R 17.1 min o Z55E%H,
AR e 2 TE
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ARG X R (254 r11m) ; B L (254 nm) ;C.fﬁ}M‘E?JE"J B X i
(254 nm) ; D. B HE T BHEXS BE (254 nm) 3 B. 52 R4 45 19 BH 1 )
HE(254 nm) ; F. S0% 09 X B (254 nm) 5 G. BRI Rk BH 7 1 [
PSR (254 nm) 5 HARA XS B (327 nm) ; LAERGE (327 nm) 1634
AEFHE T I IEXS B (327 nm) 5 LA F175 2. JRAHR T 5 384175 4. 1
TR/ NEER ;5. KB 5 6.4 5UR

A.mixed control (254 nm) ; B. test sample (254 nm) ; C. negative control
without Gardenia jasminoides (254 nm) ; D. negative control without
Gentiana scabra (254 nm) ; E. negative control without Scutellaria ba-
icalensis and Dendranthema morifolium (254 nm) ; F. negative control
without Coptis chinensis (254 nm) ; G. negative control without Rheum
palmatum and Semen Cassiae (254 nm) ; H. mixed control (327 nm) ;
I. test sample (327 nm) ; J. negative control without D. morifolium and
G. jasminoides (327 nm) ; 1. geniposide; 2. gentiopicroside; 3. ba-
icalin; 4. berberine hydrochloride; 5. chrysophanol; 6. chlorogenic acid
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Fig1 HPLC chromatograms
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24 LKMEXRER F2 MELRKRREER (n=9)

HE W HC2.2.17 I MR A X B 1.5.8.10, Tab 2 Results of recovery tests(n=9)
15.20 L, ¥ 2.1 T F (01 6 PEERE D2 L S0 R We g T R R WA W v .
NP N S N . N iy i,g i, mg mg mg 2% IR, % %
2 yi I=h
o L%HUTJJ ﬁ?‘}:’\ ﬁﬁ‘% (x, ng) Mt élf‘jm JERBLOI)N g 05014 0093 0088 0172 9161 9100 12
AR R TR R A5 B 5 R S LRV L3R 1 04953 0092 008 0IB1 9534
*1 EAFESZM4EE 0501 00904 0088 01746 9568

05151 00927 0.110 0.2002 91.13

Tab 1 Regression equation and linear range
05023 00904 0.110 0.198 5 98.27

R LAY r I, pg 05021 00904 0110 01954 95.45
SRR y=41 162v+110.12 0.999 8 0,008 2~0.164 001 00%0 R 02194 %0
e y=2428—623.87 09997 0.027~0.540 01 004 R 028l 967
el =128 140r—1 094.6 09998 0.02525~0.505 W57 00892 0% 28] %l
L y112 785492838 09997 0.046~0520 T 05014 09462 0704 168 %8 96 14
RN y=032 169 7158 0.999°5 0.059~1.180 04953 0947 074 1659 %18
Kl y=37 420045 4943 09994 0.008 05~0.161 I T T 9926
25 TEEMRSHENRELE 05151 09720 0880 1821 9888
B2.2.1 750 IR A0 A O L 5 LU R 4 e
21N GRS I 6 U, 1C SRR 0:5001 0:9437 1:056 2:0040 100:41
fEME LR 10 1B, F55E PR (LOQ) s 45 M HE Ay 3+ 11, 05021 09474 105 2006 10172
R (LOD) . 4558, G FRR B T-1F eIty | DOST 04 L0 2007 1018

o n N i 05014 07607 0648 14007 98.77 98.83 10
JEAE R /INBERR K B 10 LOQ X Wk 0.61.059,  E
5 i /N RE R KB ) LOQ 733y 04953 07514 068 133 9736

087\051\092\065 ng, LOD ﬁj\%uﬂ‘j 167\ 173\ 196\ 0502 1 07617 0.648 14004 9856
1.82.2.31.1.87 ng. 05151 0.781'5 0.810 1.6003 101.09
2.6 *ﬂﬁz%}gﬁtgﬁ 05023 0.7620 0.810 1.564 0 99.01
« . N [N « ' 0.5021 0.7618 0.810 15657 99.25

Hy 2.2.1 Iﬁ‘F{ﬁﬁ%Xj‘ﬁﬁ &{ﬁ{ﬁﬁﬁ ’ E 2.1 Iﬁ?@ 05001 0.7587 0972 17164 98.53
TSR SRR A 6 IR, IC IR AR . 4525, Gt 0521 07617 091 1741 978
W TR BT H VB K 2 T A ST 00 o T

1 RSD ﬁ%”y\j 0.71% .0.31% .0.47% .0.43% .0.54% . A 05014 1.0957 0.776 1.863 4 98.93 97.04 13
04953 1.0824 0.776 18382 97.40

0.84% (n="6) , R IXARNE L LT 0501 1071 076 L85 91T
2.7 REMLE 05151 L1256 0970 20494 9524

B ] — 35 7 (AR 20140703) 3% 55, 4051 F 05023 10976 0910 20054 9565
I N CE 0.2.4.6,12.24 hINH“2.17 500 F (0,35 5514 gzgéi }33;; ??zz j;’;‘jg zzzi
FEME ORI TR . 255 SRR G T IF AT I T e 8 %S
WA L ER R N BE R L R B W 04 A AR Y RSD 43 Fil ok 04957 10832 LI64 22079 9834

S

0.77% .0.51% .0.64% .0.59% .0.81% .1.19% (n=6) ,%% ENUN 0.5014 19201 1.480 33374 95.76 97.65 1.5
04953 1.896 7 1430 33592 98.82

A3 SR e IR T CE 24 h NRREME R AT BRI 1906 L 330 %
2.8 EBEEMHIXWE 05151 19725 1850 38102 934

IEORE (i (HE £ 20140703) P4 284035 Bt L #522.2.2” T 05023 19234 1850 36950 9576
T A B A, A2, 1700 €5 £ R ) S
JE ORI RO RE R E . 458 SRR HE T G0 Lme 0 41w
T IR IHTEAT FEETE ERRR/NEE RO B A Sy 04957 18982 2220 40801 98.28

4 0.180 0.1.887 1.1.517 1.2.185 2.3.829 4.0.066 4  K#H 03014 0033 004 0061 9500 961 14

04953 00329 004 00559 958
. ASSTE
mg/g; RSD 73514 0.95% .1.01% .0.97% .1.2% .0.88% . Gl 03 004 0055 %67

1.35% (n="6) , FRAA I ILHEE R LT 0551 00342 0032 00656 983

2.9 InREEkRIRIS 0503 00334 002 0061 9594
RFFIOILE A1 LA AL (15 20140708) 0 0.5 i

LA A3 BN R TR Ak R R AR 1T T

NREE BT R R /N BER R N RE A $2.2.27 04957 0029 006 00673 9556

W Oy il A A S A TR . B R IR AL A 10 uL, 2.10 HmEENE

F22. 17 W RS AR RN E 0 SR TR AR I AR A B3 HERE B A B, F22.2.27 1R Jy il 2 st i

IR ZE R 2, VW, P 2.V T i S5 AR SRR I, 70 SR 08 1T AL
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W OB BRI THRLERRGRERE, Fik RAEEEER(TLC) TR A P IRE AE KA BANEATE LR RS
AR AR 6,35 ke m) E R F) P AT 4 & A R B4 4% . 69545 ) Waters Symmetry Shield RP-Cy, iR 3048 4 W B2-7K (60: 40, V/V, BRAT
&) FEE-K(35:65, V/V, A4 &8 , ik 4 1.0 mL/min, #0) 5% ¥ 4 254 nm (BCET#1 &) 290 nm (A2 & 8%) , 4238 4 25 °C, 3t4E5
A 20 puL, SR RE EF KRE FATLC B35 AW, 5 5 B, P BT, RATH F AR R BN R 2R LT
B 2% 4 3.0~30.0 pg/mL(r=0.999 8) .3.978~39.78 pg/mL(r=0.999 9) ; #4555 & A&7 M F MK I 09 RSD<2.0% ; hnAf EIk

%45 % 96.94% ~102.64% (RSD=2.37% ,n=6) .96.78% ~99.53% (RSD=1.00% ,n=6). %5 :32 % #9474 4 B Jo Ay 2 M43 )

TR I ), AR LR 3.
®3 HRAENELSR(n=3,mg/g)

Tab 3 Results of contents determination of sample
(n=3,mg/g)

Fafts BER feF i oMl BAT O RNER KER

20140703 01781 18910 15204 21877 3851 00664

20150407 0.1832 1.8924 15115 21897 38341 0.060 0

20140902 01776 1.8932 15183 21840 38298 0.0637

3 itie

3.1 FAMXRHFHE

TS FIG ALY & A m AT R M B -1y
TR R B A FINE T A SRR, B LA S
() B X B 335 Fo gt 1 R FIAG AE 2, By i BA
Xof R el 1 R RN W 245hF, S R 1) [ 1 X
gk i AL FINE T, DA T E
3.2 mENERIERE

KT SNAH B, AR %48 T 2)5-0.1% %
PR VA TRFN R - W R VA, S5 2R, DL BRI T
TSI AR S 2 W)y D A T 2 BE VRGN, 4 S R FAE 1
B ANGT 3 LA E-0.1 % BEFR S RN T SIAHBT , 25 F )
I = - o B oS N P I A N W 7
Ji§-0.1 % BERR VW M i s AH
3.3 HKiEIKHIIERE

R ZAE ARG AR TE 190~390 nm S5
FEL N A T4, T B R 1 1) e KM SR K R 254 nm,
FEF-T7 AR TT BT R/ NEERE 254 nm KR
o 47 B WAL 5 T 2 B R AE 254 nm K M A&
M A 28 S0 T4, 78 327 nm P NI R, (R, &
PEARIG ORI K H 254 nm (B T4 e iR 3%
H FERER/ NG, KB ) (327 nm(SRIEIR ) o

AFEGIH H N BB B AR A (No.GZK-2012-45)
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