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Abstract: Objective To explore the change features of Ophiopogonis Radix in the development process, and to find the accumulation
rules of effective components in Ophiopogonis Radix. Methods The method of chlorfluazuron formulation was analyzed by HPLC.
DAD detector, column temperature was set at 30 ‘C and detection wavelength was 203 nm; Flow rate was set at 0.8 mL/min and
sample size was 15 pL and the mobile phase was acetonitrile (A)-water (B) with gradient elution mode (0~20 min, 25% A —40% A
20~50 min, 40%~50% A; 50~60 min, 50%~70% A; 60~70 min, 70% A; 70~80 min, 70%~100% A, 80~90 min, 100% A), at
the volume flow rate of 1.0 mL/min. ELSD detector, column temperature was set at 35 ‘C, drift tube temperature at 100 “C and the gas
flow rate was set at 3.0 L/min. The sample size was 15 pL and the mobile phase was acetonitrile (A)-0.1% phosphoric acid water (B)
with gradient elution mode: 0~60 min, 35%~65% A, at the volume flow rate of 1.0 mL/min. Results The main components in the

chromatogram were both separated well under the two conditions. At 203 nm, there were 14 effective peaks, the main components were
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flavones whose representative was methylophiopogonanone A. There were 11 effective peaks in the condition of ELSD, and the main

peak represent saponins whose representative was Ophiopogonin D. It could be judged that the accumulation law of the each

component in Ophiopogonis Radix was inconsistent in the different growth phase according to the peaks area. The overall change

tendency of the components is increase to peak value and keep balance and to a slight decrease after the balance. Conclusion The

accumulation rules of effective components in Ophiopogonis Radix could be reflected comprehensively by HPLC specific

chromatogram.It could provide abundant information for the produce of Ophiopogonis Radix and quality control.

Key words: Ophiopogonis Radix; HPLC; saponins; flavones; methylophiopogonanone A; ophiopogonin D
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Table 1 Information of sample

FEibgns  FERCRERE | RS FESCRER TR
DI 2014-11-14 D16 2015-03-30
D2 2014-11-26 CK1 2014-12-04
D3 2014-12-04 CK2 2014-12-13
D4 2014-12-13 CK3 2014-12-20
D5 2014-12-20 CK4 2014-12-27
D6 2014-12-27 CK5 2015-01-04
D7 2015-01-04 CK6 2015-01-10
D8 2015-01-10 CK7 2015-01-27
D9 2015-01-27 CKS8 2015-02-05
D10 2015-02-05 CK9 2015-02-13
DIl 2015-02-13 CK10 2015-02-27
D12 2015-02-27 CK11 2015-03-06
D13 2015-03-06 CK12 2015-03-16
D14 2015-03-16 CK13 2015-03-23
D15 2015-03-23 CK14 2015-03-30
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30.8. 34.2. 37.4. 39.3. 49.6 min). Hg 9 N DAL G RILH] (CK14. D16) Z&BREERE N
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Table 2 HPLC characteristic peak’s relative peak area of Ophiopogonis Radix

YT AT U T AR

g1 Wg2 g3 g4 g5 MEe  MES UER WE9 UE10 DR W12 U134
CK1 044 027 0.03 0.13 003 028 0.05 003 024 007 265 070 076 0.03
CK2 0.18 0.08 0.02 0.17 003 060 0.03 003 020 005 200 0.81 1.11 0.02
CK3 038 0.13 0.04 0.15 001 045 0.04 006 016 007 261 097 1.05 0.03
CK4 028 025 0.14 0.07 0.12 029 0.12 0.11 0.07 074 009 0098 1.05 0.13
CK5 032 009 012 0.10 004 1.01 0.02 0.11 043 1.00 004 076 120 0.02
CK6 0.19 005 005 042 002 107 0.01 005 032 007 254 077 129 0.02
CK7 037 025 0.05 0.06 004 030 013 0.10 004 09 010 1.19 129 0.10
CK8 0.17 006 049 0.05 011 087 0.02 003 036 088 0.03 1.02 1.59 0.05
CK9 037 026 0.04 0.15 007 029 0.09 008 005 107 010 139 148 0.10
CK10 0.15 364 0.02 269 004 134 015 0.14 028 009 031 004 0.16 031
CK11 0.86 000 074 071 067 072 073 073 065 074 071 074 0.75 0.79

CK12 044 117 023 099 033 1.00 042 057 068 101 067 137 132 051
CK13 052 104 187 098 022 099 059 076 074 097 094 113 .22 0.62
CK14 1.00 100 100 1.00 100 100 100 1.00 100 1.00 1.00 1.00 1.00 1.00

®3 HEAZHMELAHME HPLC-DAD 45{E EiE I iR
Table 3 HPLC characteristic peak’s relative peak area of Ophiopogonis Radix

e iERSEEEA

g1 g2 g3 g4 S lge  UgS  UE8 IE9 IE10 B E12 1§13 1§14
D1 032 034 015 022 020 038 023 023 013 070 014 037 035 026
D2 0.19 017 011 030 0.18 027 029 028 017 066 021 059 057 041
D3 027 030 023 007 029 041 033 032 020 075 027 070 0.69 043
D4 029 027 025 0.10 030 042 026 027 023 077 024 078 079 038
D5 035 024 040 046 0.8 057 030 052 040 075 019 110 073 028
D6 043 019 050 066 029 063 033 062 033 087 039 057 062 041
D7 032 019 023 040 038 045 041 043 040 079 045 069 0.68 0.64
D8 071 046 037 053 0.3 084 034 038 035 08 024 069 080 032
D9 041 033 041 045 022 076 025 044 035 081 028 145 129 0.50
D10 049 039 061 017 062 08 077 08 072 098 068 047 035 1.20
D11 027 064 038 062 058 069 052 062 051 08 055 078 074 096
D12 082 053 050 033 053 076 077 075 058 073 055 066 069 0.89
D13 064 067 064 021 073 070 075 08 08 094 078 071 083 097
D14 1.17 088 064 060 058 08 077 08 079 08 071 068 071 1.09
D15 1.06 054 079 106 055 1.03 074 093 08 1.02 072 103 097 090

D16 1.00 100 100 1.00 100 100 1.00 1.00 100 1.00 1.00 1.00 1.00 1.00
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Fig.1 Characteristic spectrum of HPLC-DAD of Ophiopogonis Radix samples
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Table 4 HPLC-ELSD characteristic peak’s relative peak area of Ophiopogonis Radix

‘ LERSEE T
EEETRS]

U 1 Vg 2 U 3 U 4 V& 5 & 6 U 5 U 8 g 9 & 10 U 11
CK1 0.11 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.03 0.00 0.00
CK2 0.06 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.05 0.00 0.00
CK3 0.21 0.00 0.00 0.16 0.00 0.00 0.00 0.00 0.08 0.00 0.00
CK4 0.00 0.00 0.00 0.11 0.00 0.00 0.13 0.00 0.09 0.00 0.00
CK5 0.69 0.00 0.00 0.10 0.00 0.00 0.20 0.00 0.16 0.00 0.11
CK6 0.03 0.00 0.00 0.17 0.00 0.00 0.17 0.00 0.17 0.00 0.26
CK7 0.10 0.00 0.00 0.22 0.00 0.17 0.14 0.00 0.20 0.00 0.31
CK8 0.08 0.00 0.00 0.13 0.00 0.67 0.50 0.00 0.34 0.00 0.28
CK9 0.00 0.00 0.00 0.11 0.00 0.19 0.32 0.00 0.39 0.49 0.34
CK10 0.49 0.46 0.00 0.57 0.76 0.71 0.42 0.00 0.44 0.55 0.64
CK11 0.47 0.60 0.26 0.69 0.80 0.13 0.48 0.00 0.74 0.70 0.71
CK12 0.88 1.07 0.48 1.01 1.07 0.98 1.04 0.00 0.81 0.73 0.98
CK13 0.90 1.14 0.73 1.09 0.93 0.93 1.07 1.15 0.87 0.77 1.03

CK14 1.00 1.00 1.00 1.00 1.00 1.00 1.00 1.00 1.00 1.00 1.00
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x5 MAZYWELAHMAE ELSD-HPLC HHERIEHETIE @R
Table 5 HPLC-ELSD characteristic peak’s relative peak area of Ophiopogonis Radix
. o FRR UEE THT AR
Frindhi & 1 & 2 & 3 & 4 % 5 % 6 & 5 & 8 % 9 % 10 I 11
D1 0.20 0.09 0.13 0.05 0.18 0.00 0.00 0.00 0.07 0.00 1.04
D2 0.00 0.00 0.00 0.03 0.00 0.00 0.00 0.00 0.06 0.00 0.78
D3 0.07 0.00 0.00 0.00 0.00 0.00 0.10 0.00 0.09 0.02 0.66
D4 0.00 0.00 0.00 0.06 0.12 0.00 0.13 0.00 0.15 0.07 0.53
D5 0.00 0.00 0.23 0.07 0.00 0.00 0.07 0.20 0.16 0.13 0.46
D6 0.00 0.00 0.16 0.20 0.17 0.00 0.26 0.70 0.21 0.19 0.55
D7 0.35 0.27 0.39 0.20 0.54 0.04 0.14 0.29 0.22 0.24 0.79
D8 0.00 0.34 0.32 0.23 0.95 0.05 0.24 0.00 0.35 0.18 0.46
D9 0.18 0.23 0.72 0.19 0.45 0.06 0.34 0.30 0.46 0.25 0.49
D10 1.02 0.17 0.61 0.25 0.73 0.09 0.24 1.07 0.46 0.21 0.43
D11 0.63 0.42 0.91 0.23 0.57 0.12 0.30 1.25 0.48 0.46 0.22
D12 0.00 0.57 0.45 0.38 1.20 0.17 0.24 0.25 0.65 0.43 0.21
D13 0.70 0.57 0.66 0.44 1.23 0.35 0.53 0.00 0.72 0.46 0.17
D14 0.32 0.73 0.96 0.78 0.95 0.21 0.50 0.39 0.76 0.48 0.89
D15 1.10 1.47 1.50 0.66 1.29 0.16 0.52 0.61 0.89 0.53 0.98
D16 1.00 1.00 1.00 1.00 1.00 1.00 1.00 1.00 1.00 1.00 1.00
' CK 4L D4l
4 9
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& 2
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Fig. 2 Characteristic spectrum of HPLC-ELSD of Ophiopogonis Radix samples
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