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Identification of homoisoflavonoids in Ophiopogon japonicus alcohol extract by an
LC-MS based on precise mass and tandem mass spectrometer
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1. Jiangxi University of Traditional Chinese Medicine, Nanchang 330004, China
2. Analysis Center, Tsinghua University, Beijing 100084, China

Abstract: Objective To develop an LC/MS approach based on precise mass and tandem mass spectrometer to identify
homoisoflavonoids from Ophiopogon japonicus alcohol extract. Methods Separation was performed on an Alltima Cg
reverse-phase column (250 mm x 4.6 mm, 5 um) and an Alltech pre-column. The mobile phase consisted of water containing 1
mmol/L ammonium acetate-acetonitrile containing 0.01% acetic acid was used as gradient elution. The flow rate was 1.0 mL/min. The
detection wavelength was 298 nm. A combination of time-of-flight mass spectrometer (TOF/MS) and ion trap tandem mass
spectrometer (Trap/MS") was applied for qualitative analysis under negative ion mode. Results From the alcohol extract of O.
Jjaponicus, the molecular formulae of 11 components were screened by TOF/MS and 11 chemical components were identified by
Trap/MS". All of the peaks were attributed. Conclusion This method can be used to identify medicinal ingredients quickly and
provide an effective and reliable analytical model, as well as other complex system of traditional Chinese medicine compound.
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Fig. 1 HPLC-UV-MS chromatogram of O. japonicus alcohol extract
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Fig. 2 Results of theoretical isotopes compared with calculated ones of ion peaks 7 (a) and 8 (b)
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Table 1 LC-TOF/MS matching results of molecular weight and LC-Trap/MS" analyzing of O. japonicus alcohol extract

&5  symin A TOF/[M—H] Trap/[M—H]
Pianint MEmliz)  HIAEE  MS(m/z) MS2.MS3(m/z)
1 37.95  EAHHNF CyoH, 04 373.1222 10.5 372.9 183, 168
46.12  FAHWLEM E C1oH,50, 359.108 3 10.5 358.9 169, 154
2 46.59  20-FRILFILE K A B R A CyoH;0; 357.092 3 115 356.8 153
2B-FAHE IR & A m T A
3 49.10  5-hydroxy-7-methoxy-3',4"-methylene- CyH 906 355.112 11.5 354.9 205, 177
dioxy6,8-dimethyl homoisoflavonone
4 5133  EAGT A C5H 304 325.066 12.5 324.8 297, 203
S A B A
5 5217  EAHKE A C,sH;505 327.082 1 11.5 326.8 191, 163
6 5326 FEASHLN B C5H;705 313.103 1 10.5 312.7 —
7 5739 WA R A CoH;704 341.098 5 115 340.9 205, 177
8 58.97 WL AELIE B CoH 1405 327.118 10.5 326.9 205, 177
9 66.7  6-BEHESEELIE A C1oH30; 353.060 7 13.5 352.9 325, 297
A 4B C
10 67.4 6-BAIL S 2 A H BT A CyoH;50; 355.0753 12.5 354.8 327, 191

A C
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Fig.3 Fragmentations of methylophiopogonanone A (A)
and methylophiopogonanone B (B)
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