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Analysis on flavonoid constituents of Pueraria lobata by UHPLC-Q-TOFMS

ZHOU Yong-gang' WU Si’ MAO Fei’ WU Ting+ing' WU Haitang® CHAI Yideng’( 1. The 81st Hospital of PLA Nanjing
210002 China; 2. School of Pharmacy Second Military Medical University Shanghai 200433 China; 3. Department of Pharmacy
Beijing Children’s Hospital Beijing 100056 China; 4. Department of Drug and Equipment Section The 263rd Hospital of PLA  Bei—
jing 101149 China)

Abstract  Objective To analyze chemical constituents of Pueraria lobata by ultrahigh pressure liquid chromatography-qua—
drupole-time of flight mass spectrometry ( UHPLC-Q-TOFMS) . Methods A ACQUITY UPLC HSS T3 (100 mm x2.1 mm 1.8 pm)
column was used to separate. The mobile phase consisted of water containing 0. 1 % methane acid and acetonitrile was used as gradient
elute. The flow rate was 0.4 ml/min. TOFMS was applied for qualitative analysis under positive ion mode. Results Under optimized
condition 19 major constituents in Gardenia jasminoides Ellis were identified by quadrupole-time of flight mass spectrometry and struc—
ture—relevant fragment ions. Conclusion A simple and reliable method using UHPLC-Q-TOFMS was established to identify the chemi—

cal constituents of Pueraria lobata.
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2.1 &#ERFEFME
2.1.1 : ACQUITY UPLC HSS
T3 (100 mm x2.1 mm 1.8 wm) tA0.1%

B ; :0~1 min (5%B) 1
~6 min (5% B ~13%B) 6 ~10 min( 13% B ~25%
B) 10 ~13 min (25% B ~55% B) 13 ~ 15 min
(55%B ~80%B) 15 ~16 min ( 80% B ~95% B) ;

40 C 4 pl 0.4 ml/min.
2.1.2 X
m/z 100 ~1 100; 4 000 V;
50 psi; 11 L/min; 350
C; 120 V.
o Qualitative Analysis
2.2 BHRSKERAE
40 0.5¢ 100 ml
70% 50 ml 30 min( 500
W 40 kHz) o 5 ml
10 800 r/min 5 min
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M+H *
A M+Na * MS/MS
( min) ( ppm)
1 4.096 tectorigenin7-O-g-D=xylosyl- C2rHi 015 595.166 0 595.1663  -0.50 617.147 9 301.27 M+H=xylgle *
( 1—6) B-D-glucopyranoside 285.12 M + H=xyl-gle-CH;4
2 4.286 puerarin4-0-3-D- CyH300q4  579.171 1 579.171 4 -0.52 601.1519 459.13 M +H-C,H 0,
glucopyranoside 297.12 M +H C,Hy0,=¢le
3 4.624 kakkalide CyH3,045 609.181 2 609.181 9 -1.15 631.163 2 315.21 M + Hxylgle *
300.34 M + Hoxylgle-CH, *
285.08 M + H~xylgle2CH; *
4 4.976 3’-hydroxypuerarin Cy Hyo 04 433.113 2 433.113 5 -0.69 455.0955 415.10 M+H-H,0 *
397.10 M +H=2H,0 *
5 6.063 puerarin Cy1 Hyy Oy 417.118 2 417.118 6 -0.96 439.100 1 399.10 M-H,0 *
381.09 M2H,0 *
363.08 M3H,0 *
351.08 M2H,0-CH,0 *
321.07 M2H,0-C,H,0,
297.07 M-H,0 -C,H,0,
279.06 M2H,0-C,H,0,
6 6.658 3 -methoxydaidzin CpHypOyy  447.128 9 447.129 1 -0.45 — 285.12 M+H-=gle *
270.08 M + H-glc-CH;
7 6.809 puerarinxyloside CysHyg 045 549.160 5 549.160 8 -0.55 571.142 4 417.11 M +H-C4HgO,
8 7.980 daidzin Cy Hyy Oy 417.118 7 417.118 6 0.24 439.100 5 255.06 M-CqH,,04
9 8.529 3 -methoxydaidzein CiHy, 05 285.076 8 285.076 3 1.75 307.058 7 270.05 M +H-CH3 *
10 8.762 tectoridin C2H,0p  463.1242 463.124 0 0.43 485.106 0 301.16 M +H-gle *
286.12 M + H—gle-CH; *
11 8.937 tectorigenin CisHi,Og 301.070 9 301.071 2 -0.99 — 286.14 M +H-CH; *
12 9.808 3 -hydroxydaidzein CysH; 05 271.060 1 271.060 6 -1.84 293.0421 271.06 M+H *
13 10.217 6"-O-malonyldaidzin CyHy,0,,  503.1193 503.1190  0.60 525.1012 255.13 M +H-C,H,,04
14 11.389 pueroside D CyyHy0yp  475.1599 475.1604  —1.05 497.141 8 313.10 M +H-CH, 0,
107.05 M + H-CoH,)05C, Hy Oy *
15 11.583 ononin CyHy, Oy 431.134 6 431.1342 0.93 453.116 7 269.08 M + H-gle *
254.12 M +H-gle-CH; *
16  11.881 daidzein CisH,(04 255.065 6 255.065 7 -0.39 277.0473 255.06 M+H *
17 12.212 irisolidone Ci7Hy4 04 315.086 6 315.086 9 -0.95 337.068 5 300.07 M +H-CH; *
285.06 M +H=2CH; *
18 13.464 formononetin CisH,04 269.081 0 269.081 4 -1.48 291.062 8 254.05 M +H-CH; *
((min) M+H * m/z
6.063 puerarin Cy Hyy Oy 417.118 2 399.1073 M +H-H,0 *
381.0968 M +H=2H,0 *
363.0860 M +H3H,0 *
351.0860 M+ H2H,0-CH,0 *
321.0754 M +H2H,0-C,H,0,
297.0757 M + H-H,0-C,H,O,
279.0647 M + H2H,0-C,H 0,
7.980 daidzin €y, Hy 0, 417.118 7 255.065 6 M + H-CoH,o 05
5 255.065 6 M + H- +H-H,0 * 381.096 8 M +H=2H,0 * 363.0860
C.H,0, * 2 M +H3H,0 * 351.086 0 M +H=2H,0-CH,0 *
(a) 1 321.075 4 M + H2H,0-C,H,0, * 297.0757 M
m/z 255 M + H-CH,), + HH,0-C,H,0, * 279. 064 7 M + H2H,0-
05 m/z 255 M + C,H,0, * 2(b)
H * m/z417 M+H * o 5 8
o 8 399.1073 M o
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