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Abstract: Objective To explore the optimal separation and purification of extract in Xiaozheng Pills (EXP). Methods We chosed
saturation ratio, adsorption ratio, and desorption ratio of total saponins, total anthraquinone, ferulic acid, and hesperidin as evaluation
indexes to optimize the purification process of EXP using Z score method. Results Macroporous resin AB-8 had the best adsorption
and desorption properties, while static adsorption was superior to dynamic adsorption. In the course of adsorption, the optimum
concentration of the sample liquid was 0.5 g/mL equivalent to raw material, static adsorption of 24 h and the resin column
diameter-height ratio of 1 : 10. In the course of elution, the resin column chromatography was eluted with 10 BV of 80% EtOH after
removing impurities with 14 BV of water by flow rate of 2 BV/h. Conclusion Macroporous resin AB-8 is suitable to separate and
purify EXP.
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Waters €2695 =i RUBAH B4, SE[E Waters 22
Al; TU—I1800S A3 66T, bt A AL
s MR AR HY—45 "URERAEYREIR, 117546
R LA BP211D BUHL 140 T R
V-, f#i[H Satrorius 2 ).

YEEAT a (IS 110777-200406) K#EE (it
5 110756-200110) B BAE (3ik'5 110773-201313).
B R LS 110721-201115) S S 34906 1 b [ £
a2y B EWT ST BE. HPD100. AB-8. D101, X-5
RSP NE, =B TAHRAR: 40,
FKH Tedia AW, (ailkal; HALETIK, A
Al KA #s s AR A A A4l

=T NI 1 N N O AN 1| ES AN NN
dEs A WRRE M. AR EARBATH NS
fo B ABR A FERAE, 23 2 5 b PR 2 K 2
2 e X 5 4 T 0w Ok < RS A R R ) e R
Bupleurum chinense DC. A RIS 5 E A
Y755 Cyperus rotundus L. [ TARZE . SR H
JE A2 Fl K 2% Rheum offcihale Baill. [T 4R
22| ZEEPHEYIREG Citrus reticulata Blanco Az Hiak 1
AT () B REEOR AR S R B TR R )1 75
Ligusticum chuanxiong Hort. [{JT-1#AR25. 22RHEY)
] P Curcuma kwangsiensis S. G. Lee et C. F.
Liang [, ¥Rl B it Eupolyphaga
sinensis Walker MM, T SRHEDHT DB
Fritillaria thunbergii Miq. T@@5=5. SEEHEY
2419 Angelica sinensis (Oliv.) Diels. T4, BH
BHE Y2245 Paeonia lactiflora Pall. [{ 44 A7
RIHEM 2 W5 3% Vaccaria segetalis (Neck.) Garcke [1)T-
P RCAR T, 04 (b E 25 ) 2010 ARG R
LRI S = A
2 FHiEEHR
2.1 FEERMER RN A E
201 MM P E B e

(1) WO H 25 AR RESE 2T a
o HE A, I PR P A SRR T a 0.441 mg/mL
(IR R

(2) RNERRFELE: I ER AT a
Xt BRI 25 504 100+ 200, 250, 400 pL 7K
FETHEE, I 0.5 mL 0.1%5%F — FH A S 2 H s £ 8%
VWL 75T, INBER 3 mL, 70 C/K XM 30 min,
IR e A 5 mL. #% L3 5324 Itk 7 i 25 1

VWL TE 200~1 100 nm P KF13, 6 IO E
545 nm A B K. K FIREEHAE 545 nm bl
SEWERE (A, LA A (PR, FRIRE N
BEARKR, SEATENEE, 43377 FE Y=0.018 7 X—
0.026 1,r=0.997 7, & LEH 21T a 1F 2.205~35.28
ng/mL Z8PE X R R 4.
2.1.2 AN B E R

(1) 0 FRR ) 4 R B8 PRI B 25 0 R

pRIE L, I R A K R 0.382 mg/mL X R
P o

(2) SMERRFELE: 4 I R K3 20
ARV 304 60, 120, 180, 240, 300 pL 7% 1M
W, FETHIEE, N 1% R e TP VA WD T i
HERE] 5 mL. LU 1%ESTREE F RN 2 1, 1E
WA 200~1 100 nm HEATFHE, A HORIEERAE 512
nm A B K. B EIRVERAE 512 nm ARTIE A
B, LAAE P AN, FTsik e o RiAbbys, 21748
PEMEIE, 3R Y=0.043 2 X—0.016 1, r=
0.998 3, FWI KB EAF 2.292~22.92 pg/mL k%
AR
2.1.3  HPLC VZ:[R] i 5z o] 58 1 F0 R B2 A

(1) taildft: Bikdih Waters Xbridge Cig
FE (250 mmX 4.6 mm, 5 pm); A 35 C; s
FHA G -01% B K v, BREEUENG: AR &
0.8 mL/min; HEFEAARL 10 ul; FTBRRRASIN B K
322 nm; BF R AN h 283 nm.

(2) FrifEMiek ezl BRI B . 6
PRI 4400 4.82 mg, &' 10 mL &, H
WEE R DAL, 3B 20 Tl RS 2 I
B BRIR . A5 R AP 1. 2.5 mL, B T 10 mL
T, FEEADZE, SRR, R
BRI, ISR LEARRE, DU S 0] Ve T
FHATZERDA, BTELRR R R4 Y =69 291 X—
19 780, R*=0.999 9, £ Pt 1.375~44.00 ng/mL;
P Bz EF IR Y=21 738 X—10 449, R*=0.999 9,
2R MY 3.766~120.5 pg/mL. (A% LA 1.

22 HBIZIBIREESBLMKESE Z EEEIT
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SERERUR ST DR PTBER . L
AR, LRURB R LT RN AR, BT AR
PRI AR BT BE [ A 0T 52540 5 T e i e
AN, PASL A s —dR bR DU s e T 2B
IR Z S 256 VNS 2 3R bR AT I — AL 2E,
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231 WEMSHEE S RIIETALE ) AB-8.
B D101, HPD100. X-5 Mffi§+% 5 g, #MIA 20 mL 0.5
g/mL 253, THEK (20 °C, 70 r/min) " HRHE 24 h,
—JM BEXE, W29, JHZEMB/KEEILE Monish < /A

0 8 16 24 32

t/ min
1-BIBLIR  2-f
1-ferulic acid ~ 2-hesperidin
BEWRSM (A) 580%ZEEEY (B) M
HPLC &itE
Fig. 1 HPLC of mixed reference substances (A)
and 80% ethanol solution eluate (B)
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W B s [ Lt B = (A 5 24 9 7 i — ke R U R
B KU B ) /MR ] EepEliE (Ebk
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WG 250 BT i Fa b A R I I B AN A A PR BE, B

Z=X—X)/Si (D RS2 ) AB-8.
YZi=Y 2 =L wir 2 2.3.2 J:ﬁéjjﬁ%gﬁ%m PA [:I:J_*fi\ Eb I B =R

AR X TR, KON IZARPR P
B, SihizdRbrrIbsiEr:, Wit Z R RN
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Table 1 Influence of different macroporous adsorbing resins on adsorption and desorption properties

BEAF /(mgg ") PEE /(mgg") W38 / (mgg ") R / (mgg™)

Wl b AR L& e e bR R LR R LS LEeli g L bR L& =
AB-8 1643 1617 1408 7761 7625 5781 03399 03230 02828 3.506 3456 3443 831
D101 1625 1554  13.00 7793 7489 3845 03403 02462 02168 3484 3359 3340 -—4.66
HPDIOO  14.68 1421 1246 7721 7632 4310 03223 03556 02686 3.667  3.608 3414 -0.18
X-5 1499 1412 1294 7719 7571 4256 03278 03024 02280 3.632 3591 3372 -347
Fz 2 AELEHEAXITRHEEERS M
Table 2 Influence of static and dynamic sampling on adsorption properties
v METF / (mgegh) MEE / (mgg ) BB / (mg-g ) B RAE / (mgg ™)
5 0 O = 0 G O o - G ) G O o - R A 5 R A oW o 5 A A 1L 4 5

s LR 18.59 17.69 7.981 7.266 0.3752 0.298 3 3.621 3.534 2.83

E LFE 17.52 16.96 7.965 6.979 0.374 4 0.295 1 3.622 3.547 -2.83
233 LFEREIRERNHES HAB-8 KALWES g, 234 #aSWORIL Bt thek e dl B AB-8 RILK

SR 0.1254 0.25. 0.5, 0.8, 1.0
g/mL Z5¥ 80+ 40. 20, 12.5. 10 mL, THEK (20
‘C, 70 rv/min) P4 24 h, B, WTZHR, HAKLE
4 Monish J R BIPE, 20l B, R
P BIZRMR . B P b b A S A LR b &, 450
WA 3, ERERTREIRELESE N 0.5 g/mL.

I8 5 g A 0.5 g/mL 253 20 mL, T-#E/K (20 C,
70 r/min) &R, 43T 050 1. 2. 3. 4. 8. 12,
18+ 24, 30 h HUFE, ZpolillE B2, SRR, Fif
BB SR LLme P i, S5 RN 2, Wi iR
X | R LU B A 2 R, X B
PSR MIANK, 255 26 IR B IR 18] 24 24 he
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Table 3 Influence of different sample concentration on adsorption properties
JREIRE / MUEE /(mgg ) MBI /(mgg") 382 / (mgrg ") B /(mgg") 24
(gmL™" bb bR HORNE e EAE WRWE W EAE WREE W EaEE WRE
0.125 16.63 16.30 7.313 7.138 0.3509 0.3133 3.641 3.622 —5.52
0.25 16.45 16.04 7.377 6.868 0.364 5 0.309 2 3.650 3.603 —-3.80
0.5 17.27 16.60 7.885 7.695 03711 0.270 6 3.644 4.106 4.96
0.8 17.41 16.45 7.949 7.726 0.3742 0.240 7 3.647 3.571 3.41
1.0 17.54 16.57 7.981 7.711 0.374 9 0.0129 3.642 3.548 0.94
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Fig. 2 Static saturated adsorption curve

235 MHfEmILKFEE I AB-8 KILKE 5 g &
BN 0.5 g/mL 253 20 mL, THEK (20 'C, 70
r/min) PF% 24 h, RS T 64108, 1 ¢
10 BB AR, 512990, 7KPES Monish [ A
PR, a3 B R SRR BRI A
b EAE AL b, 45 R NR 4, fREbisseh
1:10.

2.3.6 JKIEAARFESE I AB-8 RILWIG 5 g, 4%
IR T 2S5 A, H 200 mL /KYE, £ 2 BV

R4 REEE LR IRM R BB

Table 4 Influence of different resin column diameter-height ratios on adsorption properties
. MR/ (mgg) SRR / (mgg™) FIBERR / (mg-g ™) PR/ (mgg™)
EXErd — — - X X - ZfH
Fo bAm HEWRB R R bAER BRWRPHE B BAER HONMNE W ERE HORE
1:6 17.45 16.92 7.683 7.152 0.369 0 0.2211 3.647 3.549 —5.84
1:8 17.50 17.08 7.694 7.186 0.369 8 0.258 2 3.649 3.601 3.93
1:10 17.47 17.27 7.408 7.308 0.370 3 0.282 7 3.649 3.595 5.06

14y, 2201 mL, 34T Monish KW, 455 247K
VEMEAARL N 14 BV I, Monish & W ok I, #fiE 7K
YRR 14 BV,

23.7 WM TZIA HLAB-8 KFLWNIE 5 g, TIA
0.5 g/mL 253 20 mL, FT#EK (20 C, 70 r/min)

PA% 24 h, FEAM AL, H 14 BV /KPEN % Monish
I BT o ARG Lo(3*) TR NI 4 FEAT
CPEVEMGE, WO SR, BRI 53243
JEMET . SN, PUERR . BRI E, TR
Veliie, DL ZAE A FRRR SRR B (ADL PRI
WHE (B) el AafimeE (O i, JF
BT 220007, SR IEE 5. 6. LA AT
BEM 2R (P<0.05), NEEI AN A>B>C,
BTN 80% L0, VEMGRH & 10 BV, JElifk
e 2 BV/h.

2.3.8 IiFRL O AB-8 KL AR 25 g, I 100
mL 0.5 g/mL 2500 24 h, SR LAE, 2t

10, PF25, MARKESCH 14 BV K 4 Monish
SN BT, LA 80% L VER, VeI B4 10
BV, VEBARRE N 2 BV/A, AT 34, 4R NE
7. AB-8 B KA G4l AL T oM SR B 1 T2 m AT
3 itit

S AL FAER, LR Lhybi s o 5
fiebr, ik AB-8 BUKALME, ik T 254,
T B A L 24 0 SR FH A Bt B, 2 EUR
HIKEE 0.5 g/mL, BIEIH 24 h, ARG 10,
S 14 BV KUEZBRZ T, 15 LL 80% SEESEMG, W
B A& 10 BV, JEBAAFALR 2 BV/h,

MBSO KA TR gt , i Tig
B ECRE 15.6% GEB/ZiM) FFIKh 4.2% &
B/ o FHRR P W B Ak B 5 1) TR B A AR AT
BT ST AR T Ak B P 352 B A0 A R T P A it
FEAIRHRIE 75%, WREE 25 C 4% FJRCE 15 min /2
BRI RGIE ;W IR B S TR E R, Eik
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Table 5 Design and results of Le(3*) orthogonal test
R Al % B/BV C/(BVh D (% A) HOEIRR /(nge ) Z1H
SR MR Rl 1 R e
1 40 (1) 6(1) 1(1) 1) 6.48 3.771 0.681 5 3.620 -2.94
2 40 (1) 10 (2) 2(2) ) 7.24 4362 0.753 6 3.693 0.11
3 40 (1) 14 (3) 3(3) 3) 7.85 4.505 0.643 6 3.538 -4.27
4 60 (2) 6(1) 2(2) 3) 11.65 6.943 0.580 1 3.749 0.13
5 60 (2) 10 (2) 3(3) ) 11.73 7.025 0.698 1 3.709 1.80
6 60 (2) 14 (3) 1(1) ®) 12.48 7.720 0.622 4 3.644 -0.15
7 80 (3) 6(1) 3(3) ®) 14.01 7.720 0.6100 3.676 0.49
8 80 (3) 10 (2) 1(1) 3) 17.27 8.718 0.640 4 3.710 2.94
9 80 (3) 14 (3) 2(2) ) 17.89 8.698 0.624 3 3.656 1.90
K, -7.10 -2.32 -0.15 0.76
K, 1.78 4.85 2.14 0.45
Ks 5.33 -2.52 -1.98 -1.20
R 12.43 737 4.12 1.96
®6 EXRWERMLTES INE BRI 8 sr, R Z (A5G TEI
Table 6 Analysis of variance Wy B ARRRUET IR LA AT s AL
DIERIE MZETIIN AmE Fh BN FARBGATI 45 R — 5,

A 27.329 2 36.931 P<0.05 S 3k

B 11.752 2 15.881 [1] ZkEER, VPE. —MEGHILIREAEER N2

C 2.841 2 3.839 Ji PR B Bl 4% vk RE, CN 103356967 A [P].

D GRZ) 0.740 2 2013-10-23.

2 2- 1900 Fun.2) 9900 [2] WEE, 8 &, WIEE. KRS T e 21
FI&BlE [7]. 2, 2009, 40(12): 1993-1995.

x7 IZWIERBRER (n=3) [3] EWEE, 25005, JAENE, 55, AB-8 KFLUK B R 4lifl

Table 7 Results of verification (n = 3) 507 W WKGE A FGE AL L 205 [1]. s, 20009,

(53 R /me % /% RSD/% 31(1):;47_:0' T A Lo 400 AT AN S (o s T

WEOK YR [4] %/ﬁii mlﬁAm.ghﬁ%f%M&%@@@

ST 21080 5915 18 > s FIERIH S L AEN R %L (1], HE 250

YL 91.45 81.60 89.23 3.07 %i’2006’41(??):1723_1725§ o At e

o [5] BBVAL, G, MRXE. W H 2R a T ErEL

B IR 430 251 58.35 2.10 YESI R []. BE SRR A, 2004, 17(4):

P Hz 43.50 42.02 96.60 0.58 624-626.

WA 780035 2099.85 26.92 2.06 [6] THENYR, TKELZE, WA, &5 KFURHS > B alfe )i g
RSD b #:4% % i¥) RSD {1 FETF S ERA TR G T SRR e 3 (1 L ZASE (9],
RSD represents values of RSD transfer rate ?’_‘é}]‘, 2010, 41(2): 227-231.

[7] KB PR, W ZE MK P A R A Fe F AR i il 2% L 29T

FAT NTBCE 24 h 2B ACIR, R I] AB-8 RUKAL
JE REA R ER £ R, AR BB A

S EFE AR IR B ST B R BRI

PR3 B TR T h A 255 0], 2R

[D]. FAL: MARUHEE 25K, 2004.
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