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[ Abstract | Objective; To optimize the technological parameters in the purification process of active
materiomic from Cassia Semen by HPLC fingerprint technique. Method: Using the established HPLC fingerprint of
Cassia Semen, the macroporous resin type, loaded concentrations, and elution conditions were optimized using the
similarity and recovery rates of five components in fingerprints as indexes. Result: D-101 type resin possessed the
highest recovery rates of five components. The optimized purification process was as follows: the loaded
concentration was 3 mL, the amount of resin was 10 mL, 50 mL of 75% ethanol was used as eluent, respectively.
After being purified, the recovery rates of five components were all over 85% , and the similarity of fingerprints was
higher than 0.98. These components could get balanced recovery. Conclusion: Based on HPLC fingerprint
technique, the optimized purification process of active materiomic from Cassiae Semen with macroporous resin can
ensure that the main effective components are consistent with the crude extract of Cassiae Semen.

[ Key words | fingerprint; Cassiae Semen; active materiomic; macroporous resin
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Fig.1 Fingerprint of methanol extracts of Cassiae Semen by HPLC
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Table 1 Analysis for peaks

W @A AOEE/mm

FURERRAE m/z 15 )&

5 0.999 81 223,259,286 (sh) ,412 925[M +Na] * ,941[ M + K] *,255 [ M + K 193 DU bk i 241 255 8
H-3glucose | *
6 0.999 26 223,259,286 (sh) ,412 763[M +Nal]* ,779[M +K]* ,255[ M + K& W -1-0-B-D-N I 15 2 B 3 -(1-3) -6-
H -3glucose] * DI il 56 5 8 - (1 —6) -B-D - W ] 28 M
8 0.999 97 225,255 (sh),277 597[M+H]*,619[M +Na]* ,273[ M +  ZL8% % -6-6- 0 B
H -2glucose ] *
9 0.999 90 224,255 (sh),278 421[M+H]* ,443[M +Na] * ,459[ M +  HBAT
K]*,259[ M + H-glucose ] *
10 0.999 81 224,269,279 597[M+H]* ,619[M +Na]* 273[M + HRIFIF C

H -2glucose] *

Ik 3.0 mL, %A, FRE, L2 mLemin ' 2EFT BE
i, e 7K Uk 2 Molish Jz ik B4, SR J5 H 75% <,
BE W 50 mL B, 75 T Uk WGV, RS % i A H
4.0 mL M AU 1, 55 1 2 TR A in H
B 4.0 mL i ff AU 20 20128 0.45 pum JE
1t J5 HPLC 355 o

DI 1 HPLC P45 v e 1o AR R 19 i 43
(5,6,8,9,10 S i) Jydi by , 5 A 2 K AL g 4b 211
B 2t TR R A IR

I i 2 = (R ¥ 2 06 i T L/ T % B 3 06 06 T

) x100%

SR FH I 5 245 L2 B3 25 R v 24 €633 48 S0 1R %
FEALEE PE M R S8 7 (2004 A Jit ) #1431 55 25 kI W 48
SR 5 e B 4 O R S0 A AL

7 Al T2 45 A B AR TR B 1 0T, R [R] 28 8L
R B X ke BH - 2 JBCI v 4% B 43 1) T B RS AN TR D-
101 FUA B X 45 3 0 O BR 38 34 85, 0k i W 48 S 14
ik 5 e B R O 0 PR A R A d R, P
£ D-101 BURFLI R . W& 2,

F2REIE SRS 0 06 B 05 5 R0 4 5 P V4R LA O

Table 2  Effect of resin type on recovery rate and fingerprint

similarity of main peaks

e et .

RIS B HLE

5 6 8 9 10

D-101 0.9492 0.8755 0.9319 0.9241 0.8850 0.952
HPD-300 0.8811 0.8394 0.8021 0.8558 0.7742 0.881
HPD-700 0.846 7 0.8295 0.7876 0.8451 0.7659 0.824
HPD-750 0.8730 0.8147 0.7754 0.8607 0.5067 0.566
AB-8 0.8682 0.8244 0.6845 0.8209 0.7749 0.662

2.3.2  EREUCEXS I ME A R0 EOAR LAY D-

101 BURALAAE 10 mL, BeAt , AF %5 5 B 5 $2 1
0.5 mL,Z&1, 205K 3.0,6.0,9.0 mL % f# )5
A, HoA g By Bk W Bt 1. & HPLC W€ J5
TR A U M 25 R W BB bR vk B 1Y U
JIN T2 U T 0 AT 3 A K ) e (R 25 R K A AR
BEAHZEANK I B E AR BB K, AR R
R I R AR R AE T RS K 3.0 mL
B, W3,

F3 R R R 0 = 068 1 05 5 A0 45 5 P 4R 6 A B0 5
Table 3 Effect of different loaded concentrations on recovery and

fingerprint similarity

ok ik ERJuiEs
/mL 5 6 8 9 10

AL

3.0 0.9467 0.8735 0.9294 0.9251 0.8789 0.975
6.0 0.9471 0.8744 0.9299 0.9268 0.8801 0.976

9.0 0.9482 0.8757 0.9301 0.9276 0.8796 0.978

2.3.3 Wi FH AT B S 4 ) o A B 4
() D-101 %K FLA A5 20,15,10,5 mL 254, [/ 2. 3.1
LT N o R U R Ly 7 O e o = e = 3 N |
W SR UL 4 AR 4 nl A T k> 2
g ) (] WS 58 B/)  ARBLRE /)y, {H 20, 15,10 mL i,
ER TN &SN R P N NN ES R g N
1 ff1 25 08, 2 FH A FH & 10 mL,

2.3.4 PEBLAFIFEM L HIE LR SR e
(bR S R R o, 8 D B - 2 b SR URGE i 2
AR FRFY) D-101 ARG FE, 7K Yk 22 Molish Jz 1 hy B %
Ja L, A B 3 A R R 50% ,75% Z B FTC K 2
Pt 4 YR G JIE AR T A oS0 R VR, 2T, 4 i) o
4.0 mL fif, o2 98, HPLC W &, WLIEl 2, Z5 R R W,
T5% & WPk Bt W fie %2, FLAD B LAt 2 Fh & B O
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Table 4  Effect of different amounts of resin on recovery and 2.3.7 ﬁ%LﬁTHE%figﬁl%E@iggﬁlﬁ %Eydiﬁﬁ

fingerprint similarity

B D g 1] o
/ml 5 6 8 9 10

AL

20 0.9501 0.8803 0.9287 0.9316 0.8873 0.990
15 0.9441 0.8805 0.9269 0.9259 0.8815 0.989
10 0.9479 0.8713 0.9295 0.9205 0.8795  0.987

5 0.8341 0.8135 0.8913 0.8817 0.7914 0.856

e rh g e IR W 58 DA 75 % TR P I 5 o
W

B

0 10 20 30 40 50 60
t/min

A.50% ;B.75% ;C. To/K & T
B2 FEGRSEHZELER &N HPLC
Fig.2 HPLC of ethanol eluent at different concentration

2.3.5 PEBOAS ML R F AR e
1y I B ik 3 R i FH R, K e BH 1 24 6 2 IO 3 1ot
B AL H Y D-101 B4R A5 FE, 7K ¥k 22 Molish J2 1 4y B
PRI R R 30,20,10 mL Y 75% £, ¥ Wk
JIE, WA Pk IOV, 78 T R, 4 i R 4.0 mL %
fif, 3k 98, HPLC W 2, WLIRT 3, S5 SR8, 55 — ik ik
JI8J5 ATH A (05 0 1 B, B — R DR S TG € 0 1 B
B 75% & BES W 50 mL m]fE 0 B 4 AR 43 i AR Pk
564, PR i Y 3 700 A A 2o 50 miL

0 10 20 30 40 50 60

A.20 mL;B. 10 mL
B3 AEMERZEEEH &Y HPLC
Fig.3 HPLC of ethanol eluent at different volume

2.3.6 JidkTEME OREWECEEK 3.0 mL I

FEL 42 2.3 1 T b Elah | BT A B L 4 2. 2.1

BN JE I E 12 AR 3 18, s e Sk

A - T st 2 By %) 0 33 PR RT R, P A S 6 0 O T

Ak PR R AL B A A B P ] AR AR S, 7ESS min (43
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THAR (it =50 )0.50 g 3 f3, 505l & T HIEEHEIE
o, #2010 TR g5k A g A I . &= B D-
101 4 5 10 mL B4, FH 2 B3 0k 22 3% 6 ¥ 188 7K S 7%
AR K Uk 0 B R o B PR AR R
0.5 mL, LA B VEHE 2.3.1 T F ALK 1 (91 45 7
P HOZE TS INK 3.0 mLe----- 7 R EARAE
THEA B IR UL 5, 25 R, B IR L
T2 RALBE B b BRS 45 32 06 [l R 7E 85% L I,
RSD ¥ < 0.6% , 5 V& B 47, 13t W] o o 09 44 g
L REVR DR FR 2 R AR SR RO A R
REA 4 B ) A P A HL T R B R A . P
A R 4y (1 HPLC $8 80 5 e B 48 0B A 8L
JE ¥ >0. 98 SCBL T R4 9 4 g

®5 KIMEAEKBHESRIE

Table 5 Technology repeated experiment of macroporous resin

ER &S
No. HARL
5 6 8 9 10

1 0.9494 0.8751 0.9315 0.9243 0.8847 0.981
2 0.9457 0.8715 0.9307 0.9214 0.8801 0.988

3 0.9443 0.8301 0.9401 0.9281 0.8879 0.986

3 it

P B 7 24 4 I 4 I B AR T BRI R
J7 3, BRI ), 5 500 FH A S AR O B A R B 7
g 2 rp 2 1% > 18R R R KR T AR 1 A
R T K R R ) R OB, | 45 SR e WK R
R FE B TR 0 15 R 1 0 3 08 S BORE [ 43 B AR
TC 2550 AR 208 B K B B A, R i Ak B
T LA BRI, T LA 6 455 FH A SRy 4 BBUA 711 5 AR S 80 X
Fb AT 7R RN A TR 3 1 R B B i, & S A [
UL 55 R B RO A 22 AN K, A T 1
PRI ¥ 5 43 % 58 T 10,20,30,40 min, 45
JERH 30 F1 40 min $2 AR SEAR — B, A
FEHL 30 min ;i FH 52 TR & (5,10,20 mL) F4E
B AR (1,2,3 1R) , 45 R 3R B, Bl & ¥ 50 FH o A0 R
KB 2, s A BOC I B3 2, Y A
F BB ACR VSRS mL BRI 1R,

R R A I A G I 2% LR T 224,278,350,
400 nm i K A0 (4 6535 B, 45 7E 278 nm Ab 5 3% (F
BN FEE, B O EN 8s ERAr . Ik, i
T AE SR A T K

P TR B O, R >40% AR T



22 B 1 M)
2016 4E 1 A

[l S5 56 77 7

Chinese Journal of Experimental Traditional Medical Formulae

-
FEE

Vol.22 ,No. 1
Jan. ,2016

Zaifb)E R <15% R T AL ZEOT i
i 26 B TR 28 B 1 i AR ORI A —
SR [R) s A 1 AR

ARSI SR IR FL A IR A BEAE AR, 7 0 IR B
0L T, K HPLC-MS ] £ K & DAD i 2k 5 /b
JEIEAF BXT R SO S Y S AN FRAE R R | ARG
9 (3 W E AT 1 45 A i T, 41 W8T DR K 5 I i Tl
AR R 8 -1-0-B-D- ik W 4 4 B HE-(1 -3 ) -B-
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