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Research on Quality Standards of Standard Decoction of Ophiopogon Japonicus Pieces

GUO Junlin!?, SHAO Qing’, WU Linlin’, DU Xingang*, GONG Xingchu'**"(1.Key Laboratory of Modern
Preparation of TCM, Ministry of Education, Jiangxi University of Traditional Chinese Medicine, Nanchang 330004, China;
2.Graduate College, Tianjin University of Traditional Chinese Medicine, Tianjin 300193, China; 3.Pharmaceutical Informatics
Institute, College of Pharmaceutical Science, Zhejiang University, Hangzhou 310058, China; 4.Jiuzhou Fangyuan
Pharmaceutical Co., Ltd., Bozhou 236800, China)

ABSTRACT: OBJECTIVE To establish quality standards for the standard decoction of Ophiopogon japonicus pieces.
METHODS Fifteen batches of Ophiopogon japonicus pieces were collected. The standard decoctions were prepared by water
decoction. Methylophiopogonanone A was considered as the index component and its analysis method was established. The
extraction ratio of dry matter, the yield and transfer rate of methylophiopogonanone A were calculated. The characteristic
fingerprint method for the analysis of Ophiopogon japonicus standard decoctions was also established. Quality standards for the
standard decoctions were developed by the X +3SD method. RESULTS The quality standard of dry matter extraction ratio
was 29.6%—81.8%. The quality standard of methylophiopogonanone A transfer ratio was 4.86%—-28.0%. The quality standard of
methylophiopogonanone A yield was 4.75-20.1 pg-g~' pieces. The relative retention time of each characteristic peak and the
reference peak was calculated by using the peak No. 4 methylophiopogonanone A as the reference peak. The relative retention
time should be within +10% of the specified value. CONCLUSION The methods are suitable in characteristic fingerprint
analysis and content determination for Ophiopogon japonicus standard decoctions. The quality standards for Ophiopogon
Jjaponicus standard decoctions can be used for the quality evaluation of Ophiopogon japonicus formula granules.

KEYWORDS: Ophiopogon japonicus; standard decoction; quality evaluation; characteristic fingerprint
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Fig. 1 HPLC chromatogram

A-reference solution, B—sample solution of Ophiopogon japonicus
standard decoction; 1-methylophiopogonanone A.
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Tab. 1 Sample recovery results of methylophiopogonanone

A(n=9)

gg/fg ﬂuﬁ\g%/ ‘Zﬁllﬁfg%/ T E;’J/li R;}D/
2.002 3.072 5.077 100.1
2.002 3.072 5.091 100.6
2.002 3.072 5111 101.2
2.002 2.048 4.023 98.68
2.002 2.048 4.056 100.7 98.84  2.36
2.002 2.048 4.062 100.6
2.002 1.024 2.994 96.81
2.002 1.024 2.977 95.20
2.002 1.024 2.983 95.74

SEEH A PR (g g )=
bR R R AT (ug - g ) x bz S (g)

T i (g)
(1)
F o B A F AL H(%)=
%ﬁﬁ‘:@lﬁAF%(“‘g 'gil) %100% (2)

2k A S R (g )

R2 RAREGR T RN EME
Tab. 2 Measured value of index components of
Ophiopogon japonicus standard decoction

i S AR A
g5 BRI TR bt g TR
ngg! ngg! %
SI 520161201  14.40 70.5 20.4 60.7
S2 520161202 1250 83.6 15.0 62.3
S3  S20161203  13.70 67.2 20.4 59.6
S4  S20161204  9.87 77.5 12.7 44.7
S5 S20161205  13.60 65.1 20.9 59.6
S6  S20161206  12.10 76.2 15.9 63.5
S7 520170101  9.04 79.7 11.4 57.1
S8 520170102 13.50 77.6 17.4 60.6
S9 520170103 12.70 77.3 16.5 55.6
S10  S20170104  8.80 75.4 11.7 37.6
S11 S20170105  11.00 78.4 14.0 46.7
S12 S20170106  13.40 73.3 18.3 63.0
SI3 $20170301  13.10 81.0 16.1 59.1
SI4  $20170302  9.89 85.4 11.6 412
SIS S20170303  19.00 79.0 24.0 64.2
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Fig. 2 Characteristic fingerprint of Ophiopogon japonicus
standard decoction
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Tab. 3 Identification or conjecture of 5 characteristic peaks
Ve BRRN ST fs B o
o FOTIRIR i e
7 [A/min  BF(-) ppm
1 262 753/[M-H]" 753409 03.1) 3-O-g-L-ELZSH-(1—2)-p-4i

kil v
2 308 869/[M-H]~ 869.458 0(4.6) X Z Wik ophiopojaponin A*
3 327 737/[M-H]- 737.414 2(3.3) ophiogenin-3-O-a-L-
rhamnopyranosyl-(1—2)-4-D
-glucopyranoside
4 456 341/[M-H- 341.103 4(1.0) AL 4 — S5 S 9 A*
5 468  327/[M-HJ 327.124 0(0.6) IStz & — 4075 5% H B*

R R,
Note: *was contrasted with reference substance.
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Fig. 3 Characteristic fingerprint of 15 batches of
Ophiopogon japonicus standard decoction
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Tab. 4 Standard range of Ophiopogon japonicus standard
decoction

_ EGHIT RS E SR A "
eI HEE/%
i N L
LR 20.1 28.0 81.8
X +3SD
T 475 4.86 29.6
TR 16.2 214 72.4
T+0.3%
T 8.71 11.50 39.0
4 it

AMFFE LA S B A A KA EA T i
WIRE B4y, B T HPLC-UV 2 ik, ABFgi
N T A& BRI HPLC-ELSD 454E KIS 43 #r 7
REAQE 20072 D R 1B i 8 S O R A A 237, = <
Hil e 15 ML LR MEA RGBSR R, &5
B A RS R A & dEmARE x £3SD il
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