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Extraction and Isolation

The 85% EtOH fraction was subjected to reversed-phase flash column chromatography, eluting
with a solvent system of 40—100% MeOH, to afford 25 fractions. Fr. 2 (2.2 g) was further separated
by reverse phase flash column chromatography, eluting with 10—50% MeOH, to afford 12
subfractions (Fr.g1-g12). Fr.g5 was separated by semi-preparative HPLC, eluting with MeOH-H,0
(12:88) at a flow rate of 2 ml min*, to provide compounds 1 (4.0 mg), 2 (5.2 mg). Fr.g7 were
combined and was separated by semi-preparative HPLC, eluting with MeOH-H,O (30:70) at a flow
rate of 2 ml min?, to provide compounds 3 (5.2 mg) and 4 (7.6 mg). The n-BuOH layer was subjected
to reversed-phase flash column chromatography, eluting with a solvent system of 0—50% MeOH, to
afford 19 fractions (Fr.n1-n19). Fr.n12 was further purified with silica gel column chromatography,
eluting with PE-EtOAc (1: 2), to provide compounds 5 (2.2 mg) and 6 (3.7 mg). Fr.n5 was subjected
to Sephadex LH-20 (MeOH) to afford 5 subfractions (Fr.n5-1-n5-5). Fr.n5-1 was further purified
with silica gel column chromatography, eluting with MeOH-CHCI; (10:90), to provide compound 7
(2.2 mg). Fr.n1 was further purified with semi-preparative HPLC, eluting with MeOH-H,0O (7:93) at a
flow rate of 1.5 ml min*, to provide compound 8 (6.3 mg). Fr.n2 was subjected to Sephadex LH-20
(MeOH) to afford 5 fractions (Fr.n2-1-n2-5). Fr.n2-3 was further purified with semi-preparative
HPLC eluting with MeOH-H,0 (22:78) at a flow rate of 1.5 ml min™*, to provide compounds 9 (14.2
mg) and 10 (3.5 mg).
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S2: ¥C-NMR (125 MHz, CD30D) Spectrum of Compound 1
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S4: HMBC (500 MHz) Spectrum of Compound 1
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S5: ESI-MS Spectrum of Compound 1

Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date 7/6/2015 10:47:55 PM
Analysis Name D:\Data\MS\data\201507\yangbin_g3-6-2_pos.d
Method tune_low_pos_100-500mz.m Operator SCsIO
Sample Name SCSIO Instrument / Ser# maXis 29
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.3 Bar
Focus Active Set Capillary 4500 V Set Dry Heater 180 °C
Scan Begin 50 m/z Set End Plate Offset -500 V Set Dry Gas 4.0 Vmin
Scan End 1500 miz Set Collision Cell RF 450.0 Vpp Set Divert Valve Waste
Intens.. +MS, 0.3-0.4min ‘(ﬂ
xi
1.5
249.1209
1.0
0.57
235.1045 2371183
i | | 241.1641243.1067 2471070 | 25ens0 258.0501
002 %0 2% 20 7 20 2% Py

Meas.m/z # Formula Score m/z err[ppm] err[mDa] mSigma rdb e Conf N-Rule
2491209 1 C11H18N2NaO3 100.00 249.1210 0.2 01 851 35 even ok

Bruker Compass DataAnalysis 4.0 printed: 7/6/2015 10:53:25 PM Page 10f 1

S6: HR-ESI-MS Spectrum of Compound 1
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S7:'H-NMR Comparative Analysis of Compounds 1 and 2
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