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Quality Control of Yixinjiannao Soft Capsule

ZHANG Shu-dan' > JIANG Jian-min> YANG Ming-hua® NIE Lei' ( 1. Research Institute of Pharmaceutical
Analysis  School of Pharmaccy Shandong University Jinan 250012 China; 2. Research Center of Chinese
Traclitional Patent Medicine Zhejiang Research Institute of Traditional Chinese Medicine Hangzhou 310023
China)

ABSTRACT Objective To establish a quality control method for yixinjiannao soft capsule. ~ Methods The thin layer
chromatography( TLC) for identification of Rhizoma chuanxiong Rhizoma acori tatarinowii Fructus schisandrae chinensis Radix
astragali and Radix dipsaci were established and the contents of schizandrin and asperosaponin VI were determined by HPLC.
Results The spots on TLC plates were clear and without interference in the blank reference. The calibration curves of
Schizandrin and asperosaponin VI was linear between 0.08 —1.60 g (r= 0.999 96 n=7) and between 0.92 —11.04 pg (r=
0.999 99 n=7) respectively. The average recoveries of these two constituents were 99.56% with RSD =0.82% (n=6) and
99.49% with RSD =2.69% (n =6) respectively.
used for the quality control of this preparation.

KEY WORDS VYixinjiannao soft capsule; Schizandrin; Asperosaponin; Quality control; TLC; HPLC

Conclusion The methods are reliable and reproducible and which can be
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Fig.1 TLC of rhizoma chuanxiong and rhizoma acori
tatarinowii

1. negative control without rhizoma chuanxiong; 2. rhizoma
chuanxiong standard; 3-4  9-40. test samples ( extracted by
methanol) ; 5-6. samples ( extracted by ethyl acetate ) ; 7. negative
rhizoma acori

control without rhizoma acori tatarinowii ; 8.

tatarinowii standard

2.1.2 TLC
1.0 g 20 mL
2
20 mL 4
20 mL 2 40 mL
2 40 mL
5 mL 0.45 pm
Vi
1 mg 0 (
» TLC
o 10 30 pL.
2 pL. 5 pL G
- - (13:7:2)

10%

105 C o
(365 nm)

30 pL; 5. ; 6. Vi ;7.
; 8~0. 10 pL
Fig.2 TLC of radix astragali and radix dipsaci
1. negative control without radix astragali; 2. astragaloside IV
standard ; 3-4. test samples ; 5. negative control without radix
dipsaci; 6. asperosaponin VI standard; 7. radix dipsaci standard ; 8—

9. ten pL samples

2.1.3 TLC 0.4 mL
10 mL
o § »
TLC o
5 pL
G - (8:2)
10% 105 °C
(365 nm)
o 3.
2.1. 4 TLC 1 g
5 mL 20 min o
0.5 mg o
{ »2010
TLC o
10 pL.
5 pl GFys,
(30 ~60 C) - - (15:7 1)
(
254 nm) .
4,
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: 13 min. 5.

1 1
0 10 20 30 0 10 20 30 0 10 20 30
1/ min t / min 1/ min
A B c
5 N HPLC
1 2 3 4

3 TLC A. : B. ; C. 1.

1 ;2. ; 3~4. Fig. 5 HPLC chromatogram of schisandrin negative

Fig.3 TLC of fructus alpiniae oxyphyllae
1. negative control without fructus alpiniae oxyphyllae; 2.

fructus alpiniae oxyphyllae standard; 3 —4. samples

;3 ~4. v 5.
Fig.4 TLC of fructus schisandrae chinensis
1. negative control without fructus schisandrae chinensis; 2.
and  y-schisandrin

standard of schizandrin  deoxyshisandrin

(upwards) ; 3 — 4. samples ; 5. fructus schisandrae chinensis

standard
2.2
2.2.1
2.2.1.1
/
190 ~400 nm o
250 nm o
250 nmo
2.2.1.2 . Dikma Ciq
(250 mm x4.6 mm 5 pm) ; .
0 ~14 min 45% ; ~22 min 65% ; ~30 min
45% i1 mL * min™; 2250 nm,
25 °C; 5l . 20 pLo

reference substance reference substance and sample
A. negative reference substance; B. reference substance; C.

sample; 1. schizandrin

2.2.1.3
160 g o
2.2.1.4 ( : 20090704
) 0.8 ¢
30 mL 30 min
o 0.45 pm
2.2.1.5
0.16 mg * mL* 25 &
3.20 ng; 16.00 ng.
2.2.1.6 0.8 ¢
30 mL
30 min o
0.45 pm
1.60 1.57mg-g’, o
2.2.1.7 0.8 ¢
30 mL 20 30 40 min
0.45 pm
1.53 1.57 1.57 mg * g
30 min o
2.2.1.8

0.008 0.016 0.032 0. 064
0.096 0.128 0.160 mg * mL”
10 pL
(X) (Y) Y=
1322.770 0X -=5.282 2 r =0.999 96
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0.080 ~1.600 pg o
2.2.1.9
5 845.5 864.5
865.0 850.3 852.5 855.6 RSD = 1 !
1.02% - T
2.2.1.10 0 0 1.0 .zln _ull (I) |I0 _2;1 3;) 0 |!n _::0 3.0
369 1224h ”Tm ”;;““ 1’1(1?'"

1.56 1.58 1.60 1.60 1.62 1.62 mg'g4 6 VI .
1.60 mg * g* RSD = 1.40% . HPLC
24 h o A. ; B. ; C. i1 Vi

2.2.1.11 6 Fig.6 HPLC chromatogram of asperosaponin V[ sample

o

1.58 mg+ g’ RSD=0.51%(n=6) .

2.2.1.12
0.4¢ 6 (
0.65 mg * mL™") 1 mL 29 mL
99.56% RSD
0.82% 1.
1
Tab.1 Results of recovery of schisandrin n=6
/g /
mg %
1 0.3873 0.6118 0.6500  1.256 1 99.12
2 0.3936 0.6219 0.6500 1.2623 98.52
3 0.4085 0.6454 0.6500 1.2983  100.45
4 0.4112 0.6497 0.6500 1.3005 100.12
5 0.3964 0.6263 0.6500  1.269 1 98.89
6 0.4306 0.6803 0.6500 1.3321 100.28
2.2.2 VI
2.2.2.1 VI
/
190 ~400 nm
o VI 212 om o
212 nmo
2.2.2.2 : Dikma C g
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920 g o

and negtive control
A. negative control; B. reference substance; C. sample; 1.

asperosaponin V[
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@® 4 ;@
16
4 @
. 3
2.2.2.7
345 VI
1.90 1.97 1.98 mg * g 4
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0.736 0.920 1. 104 mg * mL"

10 pL (X)

(Y) Y =104.82X - 1.090
5 r=0.999 9 VI
0.92 ~11.04 pg o
2.2.2.9
5 10 pL VI
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0248 1224h
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2.03 2.03 2.05 2. 08 mg * g

2.04 mg*g’ RSD = 1.32%. 24 h
2.2.2.11 6
10 plL
o M 2.04 mg - g
RSD = 1.80%(n=6) .
2.2.2.12
0.5¢ 6 VI (

1.089 mg * mL™") I mL

VI 99.49% RSD2.69% 2,
2 Vi
Tab.2 Results of recovery of asperosaponin V[
n=6
/ /

g mg %o
0.538 2 1.097 9 1.089 0 2.163 8 97.88
0.524 5 1.070 0 1.089 0 2.1323 97.55
0.548 3 1.118 5 1.089 0 2.2319 102.24
0.500 6 1.021 2 1.089 0 2.088 8 98.03
0.522'1 1.065 1 1.089 0 2.1289 97.69
0.549 7 1.121 4 1.089 0 2.2490 103.54
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