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Study on HPLC Fingerprint of Water-soluble Constituent of Shen’ an Granules

YI Yan-kui', LI Yue-hui*, CAI Guang-xian’, YANG Yong-hua®(1.School of TCM, Southern Medical University,
Guangzhou 510515, China; 2.Ultra-micro Engineering Center, Hunan University of TCM, Changsha 410006,
China)

ABSTRACT OBJECTIVE: To establish fingerprint of water-soluble components of Shen’ an granules, and to provide reference
for the establishment of “complete fingerprint system” of Shen’an granules. METHODS: HPLC method was adopted using spinosin
as reference. C;s(250 mmx=4.6 mm, 5 um) column was used with acetonitrile-water as mobile phase (gradient elution) at the flow
rate of 1.0 ml/min. The column temperature was room temperature, and detection wavelength was set at 335 nm. The sample size
was 10ul, and record time was 55 min. The retention time and peak area of spinosin chromatographic peak (S peak) regarded as
1, relative retention time and relative peak area ratios of other peak were calculated and reviewed by methodology; the similarity of
10 batches of samples was evaluated by using “TCM chromatograph fingerprint similarity appreciation system” recommended by
Chinese Pharmacopoeia Committee. RESULTS: The interval fingerprint of water-soluble constituent of Shen’an granules had been
formulated, and 6 common peaks were marked. The relative retention time and relative peak area of each common peak were in
substantial agreement (RSD<<2% ); 10 batches of samples showed the similarity was all more than 0.80. CONCLUSIONS: The for-
mulation of the fingerprint of water-soluble constituent of Shen’an granules provide experiment basis for the construction of “com-
plete fingerprint system”, and carry out significant exploration to improve quality controlling technology of natural products.
KEY WORDS HPLC method; Complete fingerprint system; Interval fingerprint; Spinosin; Shen’an granules
KRy CBLAE 2588 P2 50) R AR Bl RS ) 48 2L

Sk, BEA A IR i ) ECOh 5577 3 5 308 5 45 B0 P 3% 2 AR

Pl S 4 5L Rh R SR 7= W v i 4t ﬁé’uﬁ% P A 2 ml g U ) il LU ) B ) R, BEAT A R i A B, A DR B
FERA I T SO A T, LR S e T Il AR SR T R A AT RS SE o FEA RN N SE BRI RTIR T, £ E KR
FRIRZE Bt I E . [2] HERZUMEL L P EAREFE D . —3F[S].2010 4

[, X7 PP BB R RR A S 125 2R AT TLC a8 M 48
), AT AR B s B i B TE T, R B nadk Jr ik JE A
Z5 b, T vl TR B MR 1 o A=
5% ik
[1] FRiear, Zim2 B HE2,
.25 ,2008,30(3):389.

F. SRR BRARENTR D] F

xR AR, W RS 2R R B BT ROR . L

020-61648263, E-mail: dareyyk@sina.com

TEIEE 2013EE 45358

AL s B 2GR R, 2010 Bff 5 34.

f”ﬂﬂ TR/NHE 3, 5. K5 25 B I B ) o i AR I 5
1. A% 25,2008,30(5) : B 11.

%%ﬁ.ﬂi%ﬁ%ﬂs‘é%ﬁ@)ﬁ%?’f%ﬂ[ﬂ?[ﬂ ik,

2006,26(8) :965.

??EE‘E,J%QT**

EYioky

o LR T O A R PR Mt 2% H KRR
N2 EEE,2007,18(6):1 321.
(LlﬁtimEUd;ﬁ:mlz 09-06 &[] H 11.2013-01-08)

China Pharmacv 2013 Vol. 24 No. 35 - 3317 -



PRI RFIE 1R S0 PR 0 T R R AR i e i HA
B AT, A5 SRS OO PR A DA FE ] R 98 1 o
R TR,

S L A PN N IR SS SR & NERE PN & N RE)
SELE, T RE AN LA T BRAT . 22 URL Y Ry
A (DB AT  IRBRE AR (2) IR
HIETHZ R T A SR RPZIE R T AR,
HAAE ORI (3) KM DU B 2 M AR I H1 6
WoT BB RS o AT L, M ORL i 5 I B O
TSR FH S R SR TG R R LT o A R A 4
FREUETE RN DL AR R B o AR 2R
L URL P LA B vy 2 A AR I K VA 348 BRI 1y il s

1 #7#
1.1 38

1100 #1725 2% W A 45 335 (HPLC) AY | B4 4 B0 4% 1 ( 35
Agilent A 7] ) ; SK1200H 8 75 5 e o (gL 75 4R
HIRAH]

1.2 HR5EH

P2 SO (g 7 R R RS h R 25 2 Bl R == Al Sk
1~10) 5 Hir Bz 3 2% B (o [0 0l 205t A P B, 45
110736-200423, Bt &8 ) s L R ol K R E 8K,
HoAhiF0 5 43 Hr 4l
1.3 Z4#t

M A S 2 M B B KU1 2 25 BRA W, 28 g v
1% 24 R 2 AR T AR AR Hh 0 B8 B IR IR B 2 8 I -

2 HEEHER
2.1 BEEG5FRGEAERE

EFEFE : Cis(250 mm=4.6 mm, 5 pm) , F -/ Ukt BErf boe et
B EAIATER TSR : G- BB E VR (Ve AR L3 1)
P - 205 3 < 1.0 ml/min; B9 - 335 nm. BISHREGY
W Fe v R TR AL T 5 0001,

x1 HEXERERF

Tab 1 Process for gradient elution

it[E], min LI % K, %
0 50 50
30 68 R
45 76 24
50 68 R
55 50 50

2.2 HikmBEiENH &

BUA Y 0.25 g K% PR, BT H IR D %A
70% HEE 10 ml, FRE 0T, 8 A0 2R (T 36 240 W, B31% 1 45
kHz) 1 h, J50¥ , FRORRR A S o, FH H e A2 02 1 o, P50
FARALUEREEC 0.45 pm ) UESd , BRERIE , 10 AL A
2.3 SRYNEESHRMABENHE&E

22 BURE v R A R AR B 43 SR T R R TR P
Bt 2 KT 0 2 B

KB TR Bz 17 20T BE G (80 °C M 1 h) i &, IR B AH

- 3318 - China Pharmacy 2013 Vol. 24 No. 35

A 1 ml b3 0 BV 2R 80 g FOTRIR L BV XS BE St 73U
2.4 ME*E

53 AR 5 W RO BRI U A R T S 10 il TE AR
AR TE AN, e b 38 40 7% 45 440 2 , i 5% 55 min (19 @35 &, B
oo DA 15 25 G 06 (S U ) 11 P B Bs) ) e T ARy 1, 14
LAl 5308 (18 A X B sF [0 R Yo e T AR

ST R RAR AL BE TS 1153, K R S0 BT
55} HE SRR S RS A AL KT 0.80.
25 HRERFIKEER SIS EIEREL
2.5.1 JEATIROUERIARE R AR R B R AR e AT TR AL
U - DRI e 7 B v 25 o 2 R 4 45 i I R B Bk 1) 5 ] —
(&1 H 2 B %) R B8 BRI LU, G LU Ry 45 € 1 e A A X
PREABS ], JHrp 6 ANt Id oy AR ST IR bR e eAT T ot
FHRO0E, TLE 1, 10 Sl 22 ok s 8 B35t vk s o453t
A U PR R X (R B B ) L3R 2. 4% AT 5 004 A O £ 7 B i)
435 R 1(0.730 8~0.733 8) (I 2(0.866 9~0.870 3) . I% S
(1.000 0) W 4(1.122 0~1.1259) 5 5(1.501 9~1.508 7) U5 6
(1.757 3~1.768 9) ,

4 %0
3 300
=250
=2 =200
=] -
| 150
100
Ot pr 58 1284 5 6
0 10 90 30 10 %0 0 10 0 N 4 80
f,min f,min
A B

Bl SzikEeEE
A0 B 6 B s B RURL K I B A3
Fig1 HPLC chromatograms

A.spinosin control ; B.water-soluble constituent of Shen’an granules
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Tab 2 Relative retention time of common peak of water-sol-

uble constituent in 10 batches of Shen’ an granules

e BIERTR TR
1 2 N 4 5 6
1 0.7330 0.869 7 1.0000 11247 15039 17604
2 0.7323 08703 1.0000 11240 15058 17643
3 0.7320 08700 1.0000 11220 15019 17573
4 0.7338 0.8689 1.0000 L1259 15087 17689
5 0.7334 0.869 5 1.0000 11244 15055 17641
6 0.7308 0.868 8 1.0000 L1226 15044 17632
1 0.7312 0.8669 1.0000 L1228 15021 17612
8 0.7326 0.808 1 1.0000 LI 15046 17582
9 0.7314 0.8692 1.0000 11222 15059 17622
10 0.7332 0.8673 1.0000 L1238 15064 17672
X 0.7324 0.8689 1.0000 11236 15049 17627
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Tab 3 Relative peak area of common peak of water-soluble

constituent in 10 batches of Shen’an granules
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¥ 0892 0382 L0000 2021 0486 09383
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Fig 2 HPLC chromatograms of 10 batches of samples
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Fig 3 Contrast analysis of fingerprint

A.water-soluble constituent of Shenan granules; B. Semen Ziziphi
Spinosae; C. negative control without Semen Ziziphi Spinosae
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