] |cm K

A S G RBIL 2014 F 1 AF 25 55 1 +55 -

- R AT -
WAREREREHRR

£, xS, R, w0, ETAGTHPEGIAIRKRAGEIIEIT, AR T 510405)

5

=R

WE: B i REAREIE, Fix BEEEE(TLC) Fa I E b a4t k. JH 53755,
B & Zok A8 €38 % (HPLC) M 2 i & P AR By FFAZ A B B 942, &R TLC A Txr4 k. #
AUATER, HBEEENT, 5 BEN, HTiRA; HPLCRZ LR 27, FEB. FAZ AR B KES 5
F 3.63 ~36.30 pg mL'(r=0.9998), 29.45 ~294.5 g mL™"(r=0.9999)F= 24.32 ~ 243.2 pg-mL"'(r = 0.9998 )3 F
A5 Lo E L R BRI, T E 554 1002 %, 100.5 %, 10045 %, RSD %1% 2.2 %(n=6). 0.9 %
(n=6).2.88 %(n=6)., %t AFEEWZHE, RFHEEM, MR, TAXIIRER ZARMEGI SRFFIRE.
KR Sk E; 2K A B EEEK; SuisEitik

FESES: R284.1 XEERE: A XEHS: 1003-9783(2014)01-0055-07

doi: 10.3969/j.issn.1003-9783.2014.01.015

Study on Quality Standard of Shuangdan Capsule
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Institute, Guangzhou University of Chinese Medicine, Guangzhou 510405 Guangdong, China)

Abstract: Objective To establish the quality standard of Shuangdan capsule. Methods Thin layer chromatography
(TLC) was used for the identification of Cortex Moutan and Radix Salviae miltiorrhizae, and high performance liquid
chromatography (HPLC) was used for content determination of paeonol, tanshinol and salvianolic acid B in Shuangdan
capsule. Results Cortex Moutan and Radix Salviae miltiorrhizae could be detectable by TLC, the spots were clear
and the dissociation was good. The established HPLC method was simple and accurate. And the linear ranges of
paeonol, tanshinol and salvianolic acid B in Shuangdan capsule were 3.63~36.30 wg*mL™'(r=0.9998), 29.45~294.5
pe mL1(7=0.9999), 24.32~243.2 pg-mL"(r=0.9998), respectively, and their recovery rates were 100.2 %(RSD=
22 %, n=6), 100.5 %(RSD=0.9 %, n=6), 100.45 %(RSD=2.88 %, n=6), respectively. Conclusion The
established method are easy and accurate, and can be used for the quality control of Shuangdan capsule.

Keywords: Shuangdan capsule; Cortex Mouta; Radix Salviae miltiorrhizae; Thin layer chromatography; High

performance liquid chromatography
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Waters 515 HPLC Pump, Sykam S 5200 Autosampler,
AT -330 & 3% A1 15 & A ), € EH Waters 2 W]
AUW220D #+J5 53 2 — 43 RF-, H A SHIMADZU
Al DL-360A A HE iRy, il fF AR
/NHl; CAMAG PEPROSTARS3 )2 (3 4%, Hitt:
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1.2 ikgy BUHEHE, JOMNSERBIZAAR AR, it
2. 120205, 120301, 120302; FF Kz M (#t 5 .
110708 —=200506) . Z Z M (H#H5 . 110855 -
201210) . FHEIER B(HES . 111562-201009) . 417} Rz
SEREZGAF (5. 121490-201102) K FF2 %t BB 25 44
(5 120923-201113) , S EAED SR ERT; H
B, LN, @ikal, 5[ Dimka 23 F]; HAER Y
JorHTal; RERGEEMR, B ST
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2.1 EVE%EM

2,11 BEPFEZAY TLC 285 B 4 o, HHIE
MR, N2 Tk 30 mL, %28, ¥R4E 10 min, UE
i, WEWEET, ARIENNTNER 2 mL AR, /AR
A e BT R X RRZG M 1 g, [R) SO HE 24
MR BT Rz Bt BE S, P ) A 1 mlL &
1 mg MUV, FE XS RESh SR . Hic B )2 ok ik
(e N RALFNE 25 #)2010 4Ffit—F8 B 5% VI B)iak
59, WM IR 3 R4S 5 L, A3l T A — AR
G HIEM b, DIFRCH-ZFRZEE (5:1) MIEIFH,
JEFE, BUE, BT, WILIhERERYE 5 % — & ik L
VST, IR BB A AR ik, 7ES
Xif BEZhE Koot B (AN A2 B 1, AR R )
BEAL, Z5RILE 1,

2.1.2 FEB TLC %50 BOSSHIRHE 3 o, ‘B HIEHE
e, /K 50 mL, JNERER 0.1 mL, #H7 4h B
30 min, B0, UE, MR LR O ERIRFE SR 2
W, K40 mL, SIFCBROERW, 7T, ki
KOEE 1 mL (R, VRN, S Xt
HRZGHF 1 g, [ B2 MV T . P R B AN
FFSZ 000 B, N BRI A 1 mL &5 1 mg 1)
VW, AEA BRI H B2 vk (P AR AR
LN 245 M0 )2010 4ERR—ERKF % VI B) ik, WMRCE
R3S S pL, A TR G R R
b, UHRR-=EF - R OG- EE-H R (2:3:
4:0.5: 2RI, JBIF, BUR, BT, B 2%
SEARER C S, 105 °C A T BE S 6 W
e g, 75X A2 R RO A, G AR I A9 o7
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Figure 1 The TLC chromatogram of Cortex Mouta
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Figure 2 The TLC chromatogram of Radix Salviae miltiorrhizae
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221 %5 3% M ;. phenomenex Prodigy
0SD3 100A (250 mmx4.6 mm, 5 um); WzhAd: H
fE-K (48 : 52); #EiR: 25 °C; ¥i#: 1.0 mLemin™;
RS : 274 nm; EAERE: 10 pL. PSR
PR 5 AT 4000,

2.2.2 fEREBRINHIE  BOSUHIR#E (b . 120302)
WA 0.4 ¢, KEEMOE, BEHIEHIEH T, M
AW 50 mL, FRoE Biat, A A E (23 250 W,
WA 40 kHz)30 min, A%, FEFRE TR, T EEAR
SRR R, $EA), RIS

223 MEREKER  BOT B A R, SR
SE, I EERI A 1 mL 5 20 we BV, TERTT
T3 Xt B VR o 0 R B 3 R BRI R 10 L
FEAWAHOTEAL, RAECIEE A BES R
. TPHZ B R 4L, 7F 210~400 nm P KI5
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Figure 3 PDA UV spectrum of paeonol
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Figure 4 HPLC chromatogram of paeonol

mg-mL™")50 mL, B 100 mL 25, nH e = %)
BE, $E5), WP B R AT (181.5 wgemL™) .
A3 PR 2 BB AT B By IR A 1.0, 3.0, 5.0,
6.0, 8.0, 10.0 mL T 50 mL &, I H EH R
2205, B4R 5 58 3.63, 10.89, 18.15,
21.78, 29.04, 36.30 pg-mL" P} EPRAEZ T, HL 10
L A SRR AR IR, ML, DA B
X(pg-mL™ ) AR AR, WEHRIFRBUME Y LR,
WA ERR S o 1FR T Y=56416X-82593, r=
0.9998. 45 LB P} Kz W vk B2 7 3.63 pg *mL™ ~36.30
g - mL Y [N I T R M OC R AT

2.2.6 PREUTEFRBUAE NS PO SE (S
120302) K25 0.4, FEEFRE, 50l FAS [FEE U
(. 80 % AN 60 % FF I ) MR [RIF U vk Cn i
[FIYE 1 h AR 30 min)ZbFE . 5 AN [R] $ HOZE 551 Fn
PO PN a5 R 5 . 255K, RO
FIFNHE T M 4H 73 % FE 1Y RSD=1.58 %, % &5
ERAEfRIE, 2R I BSE S Ab 3

2.2.7 BB S BOSUTIE 2E A — 4L 5 (L5
120203) N 10 1, TR 04 g, KEERE, &
HIEEMIEM A, K%M A FBE 50 mL, 42508 5
10, 20, 30, 40, 50 min, &R, KZME .
SRR FESRAERES 10~50 min BFRIPY, WL 43
M) RSD=2.11 %, FHEABE 10 min DL_FEP
Al R T REFE AT PRI AR A3, WECRERE i A B AR S
A1) 24 30 mins

228 faEthiks B AR, EEEE 0,
2, 4, 8, 16, 24 h Jasruliike, MRe, WSt
B Wi T FAUME Y RSD=1.7 %(n=6).

229 EEMIRE  BHHK SR, s, 54
LS BE 3E Hh PE B B oF- 24 % f2 8 1.13 mg, RSD
1.5 %(n=6),

2210 ARG BRE S EAESIRZ 0.2 ¢,
FEEFRBOE 6 1y, & HIEHIR T, 5k ImAFE
2 3 X6 B W (8.906 g s mL™)50 mL, FRAE i,
¢ 2.2.2 TR ikl s i, R, T I
Fo R VAW, PR P R 100.2 %,
RSD=2.2 %(n=6).,

2211 FEAS R 43 E 3 LS P R FE 4
2.2.2 R ikl g A s, ke, TH R
B W . A5 RAUHESREARL 50 120205,
120301, 120302 A4 3 HEFF i o R e 28 v PF iz 8 15
F4 1,10, 1.10, 1.10 mg.
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F1 ARBWERKRIRE(n=6)

Table 1 Results of recovery tests of paeonol(n=6)

TS5 HURERE /g FEMEE /mg AR /mg MASEL /mg FISCK /%

1 0.2023 0.4627 0.4453 0.9124 100.76
2 0.1975 0.4527 0.4453 0.9027 101.06
3 0.2022 0.4635 0.4453 0.8978 97.53
4 0.1996 0.4575 0.4453 0.8936 97.93
5 0.2007 0.4600 0.4453 0.9204 103.39
6 0.1975 0.4527 0.4453 0.8995 100.34

23 B AT ENE

230 ik S Ak AR . phenomenex® Synergi
Hydro—-RP 80A (250 mm x 4.6 mm, 5 pum); Fishtl:
HEE-1 %K B8 (5:95); FEilt: 30 C; k.
1.0 mLemin™; K54 . 280 nm; #EFERE: 10 pL;
HOS AR BT S R EN AMILT 4000,

2.3.2 Wl g BOSPHER#E (HiES: 120302)
WA 0.2 ¢, Ki%MoE, BEHEHIEH S, e
A 50 %HEE 20 mL, PR, HA LI (P)# 250
W, 5% 40 kHz)30 min, G4, FFRER T, H 50
% AN R IR T, FEST, BIAE,

233 MEHKERE BASRRGEE, H%
FRAE, 50 % H B AL AE 1 mL 7% 150 we MIE R
(MY FH 1 mL FFZS%E 135 pg), ENFFSEMN
X RESHVETR o 43 IR AR S A BV TR 10
AW AR ETEAL, RAEGIEE . F AR RS R
i, THSRANEREERIL, 76 210~400 nm P K
TEE NI T . 455 B P2 Rt B At
fi TE 280 nm KA A B KW, R 24k B0
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Figure 5 PDA UV spectrum of salvianic acid A sodium
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Figure 6 HPLC chromatograms of tanshinol

2.3.5 MR RFEE 41 K B W IBOK 2 1.636
mg -mL™ FFZS RS E R (MY T2 RE R
1.4724 mg-mL.7)0.5, 1.0, 2.5, 3.0, 40, 50 mL T
25 mL &, H 50 R w2215, WSk E
}129.45, 5890, 1473, 1767, 235.6, 294.5 pg-mL"
HOPFS EARUEA I, B 10 WL 1A S 0RR (31X,
IR, LA RS VR EE X (g - mL™) S AR AR
WETFAVBUME Y HAAR, iRl . M2tk
it Y=7710.3X-12369, r=0.9999, 45 H LB+
KURELE 29.45 wg-mL™"~294.5 pg-mL™ Ju N 5 H
WA AT AR R PR DG R R

2.3.6 PO ARBOATIE LR BOWFHIRRE (LS
120302) NZEW2) 0.2 ¢, KEEFRE, 53l AR 7
(75 % . 50 % .25 %M W) FIAS [R5 Chngh el
1 h FIEEF 30 min) il &AM, KIEIE . 250 ER
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B RS [RRBGA R AR BOT TR 4143 & 519 RSD=
1.55 %, ZIEF| BRI, SR 50 %M fH s
Ab R,

2.3.7 BARAEE BOSFHEE 2 R —Ht 5 (50
120302) W25 10 iy, B4y 0.2 g, FEHFRE, BH
FEHEIH D, KA 50 %W B 20 mL, 43 Bl
10, 20, 30, 40, 50 min, ffil&HHKW, KEME .
ZEFE . FERZEHETFE 20 min~50 min BE] PN, #%0)
0 E 5 RSD=1.78 %, FHHEE 7S] 20 min LA I
RERT, ST SRR O Ay, ORERR R 7 B ] 5
7 30 min,

23.8 fae i B R, AEEECE o,
2, 4, 8, 16, 24 h Ja/rnlite, HOEWE, W15t
Z RIETHFBUEM RSD=1.7 %(n=6),

239 EEMERE  BUHS W, ke, S
B XU L B S R & 8 7.02 mg, RSD A
0.6 %(n=6),

2.3.10 JAEEIGRES  BCE AN SRR R L) 0.1 g,
FEEFRAL 6 1y, BHEHIEM T, SRk EmAFt
ZZ P IR VEI 79.7690 wg-mL 7 (HH2Y TFFS KA
W 71.79209 wg-mL )20 mL, FREFEE, & 2.3.2 i
IO AR, e, TR EMCR, S5
2, FFZRFHEICE N 1005 %, RSD= 0.9 %
(n=6) .

*®2 ASFEMEBKERIRE(n=6)
Table 2 Results of recovery tests of tanshinol

F9 BREE /g FEEE /mg AR /mg IF3E /mg IR %

1 0.1055 1.5014 1.4358 2.9456 100.59
2 0.1007 1.4331 1.4358 2.8907 101.52
3 0.1074 1.5284 1.4358 2.9811 101.18
4 0.1051 1.4957 1.4358 29176 99.03
5 0.1000 1.4231 1.4358 2.8643 100.38
6 0.1035 1.4729 1.4358 29128 100.29

2311 RS REIGE 3B 3 AR 4%
232 WUR Jr gl A AR R, R, TRt
it PSRN S S 450458 120205, 120301,
120302 119 3 LS FERE S PE S R A Rk 40
B°47.10, 7.00, 7.00 mg.

2.4 FHEEE B & il &

2.4.1 63%%4F  Dikma Diamonsil® Ci5(2)(250x4.6
mm, 5 um); WA HEE-2F-1.66 %H BRIKE
W(33:5:62); F: 35°C; #i#E: 1.0 mL-min™;
Rl . 286 nm; #EFERE: 10 wL; FRIBESREGY
FHBER B W AIET 3000

2.4.2 MR W R H RS BOBUPE IR A (IS
120302) WNHED 1.1 g, FEEFE, BEHEHEHT,
WEIA 75 %W B 20 mL, FRE TR, 85
(T 250 W, #5% 40 kHz)30 min, 504, FFRER
., 75 oW EEANERCR R, RS, RIfE.

243 WEPEKER  BOHHER B XSS, W%
FRAE, 75 %W BER AR 1 mL 5 110 pg BEH ,
YERFHB R B X RS o 40 ) W BB 3R At A
X HEAR VW 10 L 1 A BAH G5, REGITER
WA SR ES, T IR B W0 58 B (] b
TE 210~400 nm PG BN T84 . 4558 BosPHS
fiz B X%t BE AL AL A 7E 286 nm I b AG F AR IR,
e A BRI 22 P K 286 nm, 45 LI 7,
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Figure 7 PDA UV spectrum of salvianolic acid B

2.4.4 BIPEXTIGALS  BUFZSBAMEREGL L 1.1 g, K%
PRAE , TR 25 7 i 25 P2 Hxt BR i
W, ML T, FESIHX ISR s, 7E
PR B X RE G (TR AR W A A B B, R 6
T, FRETAL Ty B A 2R E T T, WA
T LA 8,

245 KNEXRFE il HE R IR B it &l
(1.216 mg-mL")1.0, 2.0, 4.0, 5.0, 8.0, 10.0 mL T
50 mL iR, F 75% T R R 20, RIAREE N
2432, 4864, 9728, 121.60, 194.60, 24320 pg-mL’
FIFHEER B FRUEVE, B 10 L {4 A & S0mAH
10, HREIE, DAIXTRE S, MR X (g - mL) Sy i A
br, WEHFBME Y AP ARER, SlilisiEdhZ. 15
LVEFE: Y=9753.9X-31191, r=0.9998, 4R FH
FFH R B ¥ BEAE 24.32 wg mL'~243.2 g mL™" 70 [
5 Hg AL M O R B

2.4.6 SR EARIBUARIE S BOSPHIE R (A5
120302) N2 1.1 g, KEEWE, 5 ARG
(90 % . 75 % . 50 %M B FIAS [ EC Tk Chnghdal i
1 h A 30 min) b B, 52T 7R AP B 1k



] |cm K

4’7
60 - Traditional Chinese Drug Research & Clinical Pharmacology, 2014 January, Vol. 25 No. 1
" 24.10 JIFEEGRES  BCERE EAORRRATR S 055 ¢,
0.040-

%ans -37.333

2 0.020
00104
0.0004

T T T T T T T T T T T 1
0.00 5.00 10.00 15.00 20.00 25.00 30.00 35.00 40.00 45.00 50.00 55.00 60.00

t/min

a. IR B X HE A

0.050-
8
0,040 ]
3
g
0.030
=
-3
2 0.020
0.0104
0.0004
B L ey e e e e e B |
000 500 1000 1500 2000 2500 3000 3500 40.00 4500 5000 5500  60.00

t/min
b. RUHERERE b
0,050
0.040]
0.030]

0.020+

0.0101
0.000}
-0.010

L A
0.00 5.00 10.00 15.00 20.00 25.00 30.00 35.00 40.00 45.00 50.00 56.00 60.00

AU

t/min

c. ISR I
E 8 FHE B maikE‘EIEE

Figure 8 HPLC chromatograms of salvianolic acid B

XPI o 5 A s o 25 R, 75 % RS S b
PRI BCR L A T H 8 7 %~12 %, K 75 %
FH Pt P A P

2.4.7 HFAIEIZESE KSR PRI 5 DU e 3 (41t
5 120302) N 10 By, By 1.1 g, HEERE,
BHIEHIEIY, B®IA 75 %HEE 20 mL, 435
#E 10, 20, 30, 40, 50 min, &R, K
Mg, 25RELH . FEMERS 10 min~50 min A} [E]
N, BEIZH 2> & B RSD=1.44 %, FHIFAIE 10
min DL ERIRT, SR T SRS BRI Ay, OB
P TE] E A 30 min,

248 etk HRE A W, EE o,
2, 4, 8, 16, 24 h 5/ nlitt, HOEWE, 4501
1R B I IR SME Y RSD=1.4 %(n=6) .

249 FEEMERE  BUHK SRR, ke, 1S4
RO TR AP R B 3% i 1.24 mg, RSD
0.7 %(n=6).,

FEEBAL 6, B HIEHIVES, 200K % I AFT
B2 B X PR (66.88 g mL™)20 mL, FREE
W, % 2.4.2 WUT gkl A R, R e, it
BESCR ) G5 R IR 3. FHBER B SE Y kN
100.45 %, RSD= 2.88 %(n=6).

&3 FHEEE B IR R RN (n=6)

Table 3  Results of recovery tests of salvianolic acid B

FE5 BRER g FERVE R /g AR [ AR g IR /%

1 0.5586 1.374 1.338 2.660 96.11
2 0.5586 1.374 1.338 2.680 97.61
3 0.5576 1.372 1.338 2.740 102.24
4 0.5636 1.388 1.338 2.740 101.05
5 0.5629 1.385 1.338 2.760 102.77
6 0.5725 1.423 1.338 2.800 102.91

2411 FEAL S RIE S0 HC3 A HER OB R e R
2.4.2 TR Iy WA PR A VR, AR, TR
W PR B B & . SRR EH SN
120205, 120301, 120302 {1 3 HLFE & H PHER IR B 1)
FRRr SR 1.25, 1.25, 1.27 mg.

3 iTig

R AR TR RS, (I RRE NS0
TG M ACH IR AL, e A PRl 3G, R
F14) o e R B B P S B XU 2 ) N E R i AR S
FH 3 PR B A AR bR, & TR IR 7Y
iR g v s

XPRPHE B P S TR A RIS, DS R
FFH R B 48hs, SEMCAREYRI G, KISt
SEBSEYHUTE; R B H (P AN RILH
] 24 B ) PIrb i 5 vk R I R I R T TR
XA 3R EOR . 5 MOH KR,
MR ORI, =SBk OB wAE R B ek, H
SRS ST, TEMR, HReRIEENTS R
FPHBER B X PFIELST, itk T EAER IR

Z (AR N LR E 25 )PP R B A% 3 f il
E, TSR, W SN [F] ] ) F - £
{i—-1.66 % H BR/K I (30:8:62, 31:7:62, 32:6:
62, 33:5:62), Z5HFMLHIHR 33:5: 62 BF, FHE
iz B 5HAMMA/reR R e, T, &
BT, R ERA AR E RN S . 56
WAL b, X T 24 Cs it fs, WA BT
fiyfiz B WEIEHE RIS, 1 Dikma Diamonsil® Ci(2)
WETE AR R, Bk 2153 18 BRI RR I 122K .
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—-2003(Z). B AL, 2010: 70.
B, AP, KU, 4. HPLC M@ SUPHBURL AR PR B FIAY (4. 55)
7 H

B R BRI REREN R
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Study on Quality Standard of Tongnao Rongshuan Capsule

DOU Jianwei', YUAN Qianqgian', SONG Hailin', CHEN Ruru?, ZHU Shaoying', YANG Xueli’ (1. College of
Medical Science, Xi’an Jiaotong University, Xi’an 710061 Shanxi, China; 2. Shanxi University of Chinese
Medicine, Xi’an 712046 Shanxi, China; 3.Xi’an Zhouliang Mingkang Biomedical Science and Technology Co.Ltd,
Xi’an 710075 Shanxi, China)

Abstract: Objective To establish a quality standard for Tongnao Rongshuan Capsule. Methods Radix Puerariae,
Radix Astragali, Caulis Spatholobi and Radix Paeoniae were identified by thin layer chromatography(TLC). Puerarin
was determined by high performance liquid chromatography (HPLC ). The HPLC system consisted of chromatographic
column Ciz (4.6 mmx150 mm, 5 wm) with methanol — water(25 : 75) as the mobile phase, and the detective wave
length was set at 250nm. Results Radix Puerariae, Radix Astragali, Caulis Spatholobi and Radix Paeoniae can be
detectable by TLC. The linearity range of puerarin was 0.06784~0.40704 wg(r=0.9998), the average recovery was
98.9 %, and RSD was 1.1 % (n=6). Conclusion The established method is simple, accurate and with good
reproducibility, and can be used for the quality control of Tongnao Rongshuan Capsule.

Keywords: Tongnao Rongshuan Capsule; Quality standard; Thin layer chromatography; High performance liquid

chromatography; Puerarin
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