ot
)5{:

- 54- W

Chinese Traditional and Herbal Drugs 39 1

2008 1

65 71 5

Table 5 High temperature and illumination

/

nm ! %
| 00 3 : 32 97.8
@ | 40 0d s 31 98.3
% 300 sd . 31 98. 1
i 10d , 32 97.5
030 40 30 60 70 8 9 60 0d : 31 98.3
5d 33 97.2
/ 104 35 96.0
5 _ 4500 Ix 0d s 31 98.3
5d s 31 97.7
Fig.5 Conductivity—-temperature curve of silybin 10d i 33 97.0
microemulsion
2.5 ’ ’
2.5.1 2005 ’
10 , 4000 r/ min
15 min, 5 ,
2.5.2 ’
40 60 , 4500 1x 10 d, 0510
d
., 5 3 ’
60  10d : ’ ’
[1] ; () [J] , 1981,
(6): 341.
[2] . . , 1984, 19
,3 (12): 2325
[3] LevyM Y, Schutze W, Fuhrer C, et al. Characterization of
diazepam submicron emulsion interface: role of oleic acid
[J1. J Microencap sul, 1994, 11(1): 79-92.
3 [4] , . FT—207
(. , 1991, 8(1): 14-17.
K« (5] S
i . , 2005, 36(5): 427-431.
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HPD-300
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Purification of Dayuan Dropping Pills extract with macroporous resin
LIAO Mao-iang'. ZHANG Tiejun's GAO Wen-yuan’, XUE Yan'
(1. Department of Modern Chineae Materia M edica, Tianjin Institute of Pharmaceutical Research, Tianjin 300193, China;
2. School of Pharmaceutical Science and Technology, Tianjin University, T ianjin 300072, China)

Abstract: Objective T o study the adsorption function of macroporous resin for purifying the extract
of Dayuan Dropping Pills and to investigate the purification process of Dayuan Dropping Pills by macro—
porous adsorption resin. Methods T aking the content and the extraction rate of baicalin as the main stan—
dard index, and the adsorption characters as well as the purification capacities of eight types of macro
porous adsorption resins, such as NKA-12, HPD-600, HPD-500, HPD-300, HPD-100, D101, AB-8,and
NKA-9, used to treat baicalin of Dayuan Dropping Pills were investigated preliminarily. Results The ap—
propriate adsorption conditions were: the concentration of baicalin was 2. 65 mg/mL, flow rate was 3 BV/
h, the effect of desorption was satisfactory when 50% alcohol (5 BV) and water (4 BV) were used as elu—
ant. Conclusion HPD-300 resin can be applied to refine the Dayuan Droppingp Pills.

Key words: Dayuan Dropping Pills; baicalin; macroporous adsorption resin

4h , 56 pg/mL
, 151015
) ) 20 25 pL ,
[1] , ,
, Y= 176.38 X - 9.100 9, r=
=3 0.9999, 0.056 1.400 pg
, , 2.1.3 : ,  50%
, 0.45 pm , ,
2.2
2.2.1 : s
1 24 h, )
) P 680 ,
UvDI170U Chrom eleon ,
; HPD-100 HPD-300 HPD-500 HPD-600 2.2.2 :
( ); NKA-9 NKA - 300 ¢, 150 g,
12 AB-8 ( ); D101 75 ¢, 3, 1h, 12 ,
( ) ; 1h : , 95%
, , 70%, , ,
, 3. 5mg/mL, s
2 2.2.3 :
2.1 HPLC 40, 250 mL , S0mL ,
2. 1.1 : Tianhe C1s (250 mm><4.6 12h, 6h 0.5h 1,
mm, 5 pm); - - (47 53 0.2 20 mL 1,
; 280 nm , 30% 60% 50
2 500 mL 6 h, )

2.1.2 : 60 ,
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1 ,HPD-100 HPD-300 3

, HPD-100 HPD-300

Q= (Co— Cx)><XV M= 50=Cy,
0 » Go
. Cx Y ’

E= M/Q >=100%

Table 1 Adsorption and desorption capacities

of various resins

30% 60%

/mg ! %
! % 1%
NKA-12 133.61 60.92 32.81 93.74
HPD-600 78.26 63.29 29. 84 93.13
HPD-500 95.89 59.01 31. 66 90. 67
HPD-300 158. 61 43.31 44.57 87.88
HPD-100 154.13 45.41 38.70 84.11
D101 109. 38 55.91 39.35 95.25
AB-8 139. 04 54.63 34.11 88.74
NKA-9 45.41 76. 69 18. 84 95.53
2.2.4 : HPD-100
HPD-300 10 ml, (150 mm><
10 mm), 3BV/h, 50 mL,
, ; ,30% 60% 50mL
2 HPD-100 HPD-300
, HPD-300 HPD-100
, HPD-300 , HPD-300

2 HPDA00 HPD-300
Table 2 Dynamic adsorption capadty of HPD-100

and HPD-300
/ mg /(mg - mL™Y) /%
HPD-100  122.76 9.72 97.67
HPD-300  128.13 10. 79 98. 80
2.3 HPD-300 (43
2.3.1 :
2 2.65 3.5 4 8 mg/mL 100 mL,
HPD-300 , ,
2.2.3 , , 3
, 2. 65 mg/mL ,
2.3.2 HPD-
300 10 mL (150 mm ><10
mm), 2. 63 mg/ mL 100

mL, 23 4BV/h )

Table 3 Effect of baicalin concentration in supernatant

on adsorption capacity

/(mg - mL™ ") /(mg=-g™ "
2.00 40. 23
2.65 45.25
3.50 42.65
4.00 39.22
8. 00 35.68
2 1 2
3BV/h
186 ~
£asf
g -
X 178 [
174 [
2 3 4
/(BV -h™ 1
1
Fig.1 Effect of velocity on adsorption capacity
2.3.3 HPD-300
2.64mg/mL , 3BV/
h , (10 mL) ,
, 2 , HPD-300 6
12
3
5
E 2
g
4\: 1
B
0 4 8 12 16
BV
2 HPD-300

Fig. 2 Adsorption leak curve of HPD-300
2.3.4

HPD-300 10 mL (150 mm >
10 mm) , 3BV/h, 60 mL, 3
BV/h , 40 mL 30% 50
mL 50% 50 mL 70% 40 mL ,
10 mL , 1 18 1 4
,5 9 30% ,10 14 50%
, 15 18 70% ,
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) 2.4 : ,
. . 3 3 (26 em ><5 em)
= ar B
Q;VMMAﬁ 90.2% .
< o0 - 8 12 16 17 8%
3
3
Fig-3 Acohol elution curve of different concentration ,
HPD-300 10 mL ’ ’
(150 mm>< 10 mm) 3 , 3 ’
BV /h, 2. 49 mg/mL 50 mL ’ ’
s , ; 40 mL , ’ ’
3 30% 40% 50% 60 50 7
0w . L
.4 ’
. 30% ’
, 50% s
. 50% ’
4 0% 1%, ,
Table 4 Results of purification and elution rate
/ mg Img 1% 1% 6
30% 64.13 310.5 20. 65 62. 60
40% 79.32  442.5 17.93 77.42 )
50% 91.70  517.0 17. 74 89. 50 ’
2.3.5 : HPD-300 , (5 ).
10 mL (150 mm><10 mm) , , 5
3BV/h, 60 mL, 3 BV/h ,HPD-300
) 40 mL, 50% 60mL , , HPD-300
10 mL , 1 10 , :
1 4 ,5 10 60% , 2.65 mg/mL, 5 BV )
: : 3BV/h; 50% 4
, 4 ,  50% 40 mL(4 BV) :
[ 1] . [J1. , 2000,
- g( . . 19(7):,446—44t7. |
s 4[ ,/ \‘-\ . . 1990, 21(8): 42-44.
¥ / .
R (1) / .\\\k‘ » , 1990, 12(8): 5-6. .
2 4 6 8 10
[J]. , 2003, 28(3):
217-220.
4 HPD-300 [5] s > , - AB-8

Fig-4 Elution curve of baicalin by HPD-300 resin (- . 2001, 32(10): 837-889.



