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Establishment of Bacterial Endotoxin Test Method for Milrinone Raw Material

XU Leimingl, WU Gul, DU Weifengl, LI Xiangl, GU Qianz*(l.Anhui Institute for Food and Drug Control, Hefei
230051, China; 2.Wannan Medical College, Wuhu 241000, China)

ABSTRACT: OBJECTIVE To establish bacterial endotoxin test method for milrinone raw material. METHODS Milrinone
was dissolved with dimethylsulfoxide and then diluted by water for bacterial endotoxin test. The experiment was carried out
according to the bacterial endotoxin test method indexed in the appendix of Ch.P 2010 Vol II. Tachypleus amebocyte lysate
from two manufacturers were used to for interference test. RESULTS According to the dose of clinical medication, the most
suitable limit of bacterial endotoxin for milrinone was 13 EU-mg™'. Under this experimental condition, the maximum
noninterference concentration for milrinone was 0.5 mg-mL™". It was effective that bacterial endotoxin was tested by tachypleus
amebocyte lysate with arbitrary sensitivity on the market. CONCLUSION Bacterial endotoxin test can be used to control the
quality of milrinone raw material.

KEY WORDS: milrinone; bacterial endotoxin test; interference test
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Tab. 1 Results of TAL sensitivity verification test
== gy -1
s b 1% 7 B/ P #E W JE/EU-mL R
wikas | PBE - i
g8 0.25 0.125 0.06 0.03 EU'mL
11122312 0.125 ++++ ++++ +++— _ —_ 0.074
1209101 0.125 P et S — __ 0.125
e+ BRI BB B AR EE T8 s — AR BRI EOR R R AL
Note: + —gel forms and does not deform or slide when inversion; — —not to form gel or gel forms but deforms when inversion.

2.3 DMSO W40 B N B 2= b 4l e e s i+
PR

I DMSO | BET 7K 733l it il ik DMSO <%
9 20%, 10%, 5%, 2.5%, 1.25%MIFFR, Hi ik
RYVEEHE R NPCo 73 HUAH 1 P 25 35 TAERRE S 1
%, i DMSO 1.0 mL ¥#f# )5, [FlvEHl# ik R4
WL, 3 BET 7K B AH R 3K FE (1) DMSO ¥ i
B, AR WP 84 20(0.25 EU-mL™)
WM N, G RVIEW N PPC. HL 2
AT KB ARF 430 5 LA NPC Al PPC 3T
N, FEBE BT B (NC) R BHME XS B (PC) . T30 1%
SRR ], DMSO WAL 5% LA F IS A] G ) 41w
P BE 2% R e A RN A T R AE
DMSO K EEZE 5% B LLT I m] Ge Xt s 3 e TP AE

PRI B 252 2014 46 9 A5 31 555 9

M. 85X W% 2.
2.4 TRACESINBRAE N B 2 1K 1R DMSO %I
TE N R T

N T BAMN R ST IR R,
N R 2 CAERRHESY 1 32, K AR k)
10.1 mg(#t5: 111001), FFHIA DMSO 1.0 mL
730 s WiR)E, I BET KFi% N 0.5 mgmL™, 7
53 M 5%1¥) DMSO %K OB T A 28, &,
0.5, 0.25\ R, 4 E 258 2010 42 i — 3kt
SEXIE “HI T8 W 8 2k 2k eyl Tk 56 Tk
TR, AR K 3. SRR MBI A T A B
O ) R 22 B W A 0 B A A 7 ) R R 3
4 0.125 EU-mL™ (%R FHE47 05, E, 78
0.53~2.00n P H. E/E ¥97F 0.5~2.0 2 7], 1IEXFH

Chin J Mod Appl Pharm, 2014 September, Vol.31 No.9 <1111 -



LRI, (EATI AR, DMSO it

30 s XA YRR R AR e, [ 5%

£2 DMSOMTH#H MK LER

DMSO B0 4R R A B 23R 4 X R B4R s 1 A
TIAEH

Tab. 2 Results of preliminary interference test for dimethylsulfoxide
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Tab.3 Results of formal interference test for milrinone dimethylsulfoxide solution added standard endotoxin in advance
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Tab.4 Results of preliminary interference test for milrinone
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Tab.5 Results of formal interference test for milrinone

BIS XTI “ 20 1 P 2 3k B0 BT T 40
¥, g558%KM, 0.5 mg-mL_l (AR B Y VR 4
P72 AR (R S TS TR AR .
PSP

- , 21T Y 2 K E/EU-mL™!
wRAE B — EEUmL”  E/EUmL™
0.25 0.125 0.06 0.03 NC/NPC
KIS 111001) ++++ ++++ _—— —_— —— 0.125
KIS 110902) et ot _— S — 0.125
11122312
Kyt : 110901) ot o+ TR R — 0.105
BET /K ++++ ++++ 4o N _ 0.088
KIpAedt s 111001) ot ot —— _— —— 0.125
1209101 KRS 110902) et ot _— —— — 0.125
KRS 110901) et ot _— — AN 0.125
BET /K ++++ ++++ R —— - 0.125

i+ TR REEIE LB B AN AT S s — —RIB IR SO 1Bt (E (8] 5 A2

Note: + —gel forms and does not deform or slide when inversion; — —not to form gel or gel forms but deforms when inversion.

2.8 JFmARUEL

K A< J508E, FH DMSO Bt i 10 mgrmL™" ()
W, HOER AR E 258 2010 4 ik 350 b %
XIE), £ 1 mg K Iy &b & 8 2 1 5 V<13 EU(fE
T HD
2.9  FESLYHR R A

WG “2.77 WIS, BB 3 f#ibAEa, 4>
B 2 A K REE R 0.125 EU-mL™ [1%51R
T e AR 6 6 R bR v R [ 2 i 2010 SRR
PSR XTE “ 40 B PN 33 2R Ay 40 B AR 0 X R
S EAT AN R N BE A AT, 3 HERE S I 4R A BE AR
BT AR R R EAAEE SR . g5 R MK 6.

6 KORHEASEHESE

Tab. 6 Results of bacterial endotoxin test for milrinone
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Determination of Scopoletin, Baicalin, Baicalein and Farrerol in Qinbaohong Zhike Capsule by HPLC

SHU lJinfu(Quzhou Institute for Food and Drug Control, Quzhou 324000, China)

ABSTRACT: OBJECTIVE To establish a method for determining the content of scopoletin, baicalin, baicalein and farrerol in
Qinbaohong Zhike capsule. METHODS An Eclipse XDB-Cg column (4.6 mmx250 mm, 5 um) was used with methanol
(A)-1% acetic acid (B) as the mobile phase at the flow rate of 0.8 mL-min™', and the UV-detection wavelength was set at 295 nm
with the column temperature of 30 ‘C. RESULTS Scopoletin showed a good linear relationship at the range of 1.27-124.70 pg
(r=0.999 9), the average recovery was 98.3% with RSD of 1.1%. Baicalin showed a good linear relationship at the range of
8.07-538.20 ng(r=1.000 0), the average recovery was 98.0% with RSD of 1.2%. Baicalein showed a good linear relationship at
the range of 1.12-111.60 pg(r=1.000 0), the average recovery was 98.5% with RSD of 0.9%. Farrerol showed a good linear
relationship at the range of 1.06—106.40 pg(+=1.000 0), the average recovery was 99.0% with RSD of 1.4%. CONCLUSION
This method is simple, accurate and reproducible. It can be reliable for the quality control of Qinbaohong Zhike Capsule.

KEY WORDS: Qinbaohong Zhike capsule; HPLC; scopoletin; baicalin; baicalein; farrerol; content determination
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