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Quality Criteria Establishment and Stability Evaluation of Matrine Gastric Floating Particles
WEI Ya-jie, XIE Ming-quan, LI Ping(Dept. of Pharmacy, The Second Hospital of Lanzhou University, Lanzhou
730030, China)

ABSTRACT OBIJECTIVE: To establish the quality criteria for Matrine gastric floating particles and preliminarily evaluate their
stability. METHODS: The content of matrine was determined by HPLC. The determination was performed on ZORBAX Eclipse
XDB-C5(250 mmx4.6 mm,5 um) column with mobile phase consisted of methanol-0.1% phosphoric acid (70:30, V/V; pH value
adjusted to 6.0) at the flow rate of 1.0 ml/min. The detection wavelength was set at 220 nm and column temperature was 30 °C.
The sample size was 5 pl. The initial stability of the preparation was evaluated through influential factor test. RESULTS: The linear
range of matrine was 0.004 95-0.316 8 mg/ml (»=0.999 8). RSD of precision, stability and recovery tests were all less than 2.0%.
The release amount of 3 batches of samples within 2 h/8 h accounted for 27.82%/82.18% , 25.27%/84.21% and 26.34%/86.99 %
of the labeled amount, respectively. Under the circumstance of unpackaged, samples were not stable if placed for ten days under
the high temperature (60 °C ), strong light [(4 500 + 500) 1x] and high humidity [(90 £+ 5) % ]. CONCLUSIONS: The preparation
technology of Matrine gastric floating particles is simple, stable and easy to control. Matrine gastric floating particles are of good
sustained-release effect and floatability. Prepared particles have met quality demand. Storage in dry, preferably dark places and at
room temperature is recommended.

KEYWORDS Matrine; Floating particles; Quality standards; Stability; HPLC
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Fig1 HPLC chromatograms
A.matrine reference substance solution; B.test sample solution; C.nega-
tive control ; 1.matrine
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Fig 2 Standard curve of reference substance of matrine
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Tab 1 Results of recovery tests(n=3)

Fi i, mg AR, mg J5E mg iR, % X% RSD, %
1.006 0813 1.816 99.83

1.008 0813 1.767 97.01

1.012 0813 1.825 100.03

1.015 1.007 1.981 97.99

1.004 1.007 2011 100.01 99.30 1.0
1.009 1.007 2007 99.56

1.018 1213 2.231 100.02

1.023 1213 2231 99.79

1.005 1213 2206 99.46
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F2 HRMABNELR(n=3)
Tab 2 Results of content determination of samples(7=3)

AEL
i — : ”‘"fg/ g R
20121218 1145 109.5 1136 1125 236 103.85
20121219 109.8 1123 1043 102.8 140 94.89
20121220 111.6 1134 109.5 1115 175 102.92
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Tab 3 Results of release property test(n=3)

LS 2hEBERUE, % 8 Wi RS, %
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Tab 4 Detection results
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Tk <2.0% 1.56% 1.61% 1.64%
LR £7% iy HahE e
s <1000 CFU/g 80 60 70
EESEHER <100CRU/g <10 <10 <10
KAE UG ind Kk in

2.6 I 5RAEXRE N E SR th 2k

I ARG S BE AT LA o 26 2 i O PR B IR, 2 25 MW i
S0 S . 2 AN R A AN R I R s R AR A B
WRBRVE T, 0 B TR AR 0N, B ), =R, L e
AT AL AN R AR R O BR S . BURESR 2 2 g KE 5 FR A2
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Tab 5 Moisture absorption ratio of granules at different rel-
ative humidity

AR HHE, % MR, %
HS0, 30 030
Nabr 576 1.84
NaNO, 65.0 320
KI 700 485
NH.Cl 795 971
KCl 843 1246
KNO, 93.6 059
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Fig 2 Moisture adsorption curve of matrine granules at dif-
ferent relative humidity
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Tab 6 Results of strong light test

I, d 2N THRERR, % BHEQNSN), % i, mg/g
0 PR B 1.9 27.82/82.18 0.1135
5 TR O B 1.81 24.34/76.18 0.103 6
10 RfEmE s B 178 2121/6547 0.1016

®T BERARER
Tab 7 Results of high temperature test

i, d R TR, % BHEQWSH),% i me/g
0 FIEER b R 196 27.82/82.18 0.1135
5 HREETER bR R 1.61 28.96/84.54 0.1203

O 3 % Sl 121 27.43/83.88 01247
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JE B PR, 25 R AR 8,
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Tab 8 Results of high humidity test

M, d L2 THRE SR, % FHIEQ W8N, % &8 my/g
0 F R B 1.96 27.82/82.18 0.1135
5 R, S 230 0.0817
10 i S 2480 00719
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B E B RBCABRGNEI LRI LSTNE Tk, Fik: AERNE AT EF LT AR EOF0NH LA,
5 AR R E e (PEG4000 5 PEG6000 & kb il ik | 25 iR 0B A H KA &, il i E UK AR R & T L. RS
AR €% % (HPLC) Ml & AR 235 Rg, \Rb, \Re #94% ., &4 4 Diamond Cis(250 mmx4.6 mm,5 pm) , %3548 4 k- (B &
PR, AR A 1 ml/min, 2w sk K A 203 nm, 2B A 30 C, &R . HEHNE LT EAFTFERMMEWL A 1:3, PEG4000 5
PEG6000 /i %t 34 1: 1.5, i 3% % 50 & /min, 25 B E A 80 C, SABMLMELFEF 254 1.72% , T ¥ 540t E 2 3.5 min.
A B2 Rg, Rby Re #9345 2 % /£ 1.005~6.030,1.102~6.612,1.033~6.198 ug 6. H AN 5 & A5 @R R EE RIFEE £ &
(r=0999 7,n=6), AKX LHF Rg Rbi.Rety & LMk AT M MEE Dk FXIE6 RSD<2%., %5t ABF R B 65 4
AR S T LA AT AT, SN T EF B, TR TR A e R e,

KR AR E T M BRI 5 2R B3k

Optimization of Preparation Technology of Xinshu Dripping Pills by Orthogonal Test and Study on the Meth-
od for Content Determination

QIU Kai-feng', CHEN Hui*, YAO Shao-yi'(1.Zengcheng Municipal People’s Hospital, Guangzhou 511300, Chi-
na;2.Sun Yat-sen Memorial Hospital, Sun Yat-sen University, Guangzhou 510120, China)

ABSTRACT OBIJECTIVE: To optimize the preparation technology of Xinshu dripping pills, and to set up a method for content
determination. METHODS: Using dissolving time, the coefficent of varation of pill weight difference and comprehensive score as
index, the preparation technology of Xinshu dripping pills was optimized by orthogonal test with ratio of plaster to matrix, ratio of
PEG4000 to PEG6000, dripping speed and solution temperature as factors. The contents of ginsenoside Rg;, Rb, and Re were deter-
mined by HPLC. The determination was performed on Diamond Cis column (250 mmx4.6 mm, 5 um) with mobile phase consisted
of acetonitrile-water (gradient elution) at the flow rate of 1 ml/min. The detection wavelength was set at 203 nm, and column tem-
perature was 30 °C. RESULTS: Optimal techonolgy was as follows: the mass ratio of ointment to stroma 1:3, the mass ratio of
PEG4000 and PEG6000 1:1.5, the dropping speed 50 drops of /min, the temperature of the medicine liquid 80 °C. The weight differ-
ence coefficient of variation of xinshu pills was 1.72% , the average time to dissolve powder is 3.5 min and average dissolving time
was 3.5 min. The linear range was 1.005-6.030 pg for ginsenoside Rg,(»=0.999 7,n=6), 1.102-6.612 pg for ginsenoside Rb,(r=
0.999 7,n=6)and 1.033-6.198 ng for ginsenoside Re(»=0.999 7,n=6), respectively. RSD of reproducibility, stability, precision
and recovery tests of ginsenoside Rg;, Rb, and Re were all lower than 2% . CONCLUSIONS: The preparation technology is reason-
able and feasible, and the determination method can be used for the quality control of Xinshu dripping pills.

KEYWORDS Xinshu dripping pills; Preparation technology; Content determination; Orthogonal test; HPLC
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