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Supplemental methods

All NMR spectra were recorded on a Bruker Avance Il HD 700 NMR spectrometer (Bruker
BioSpin, Rheinstetten, Germany) using a 5 mm helium cooled cryo probe (QCI-F) with z axis
gradients and automatic tuning and matching accessory. The resonance frequency for *H
NMR was 700.40 MHz, for *C NMR 176.12 MHz.

LC-HRMS analyses were carried out on an Ultimate 3000 UHPLC system (Thermo Fisher
Scientific - San Jose, CA) coupled to a ESI-Qg-TOF mass spectrometer (micrOTOF-Q I,
Bruker Compass, maXis HD). MS1 scans were performed with an m/z range from 150 to
1500. MS2 scans of the most abundant ion were achieved through High collisional

dissociation (HCD) fragmentation at 55.0 eV normalized collision energy.
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Fig.S1: *H NMR spectrum of mixture M (CDsOD, 700.40 MHz)
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Fig.S2: 1*C NMR spectrum of mixture M (CDsOD, 176.12 MHz)
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Fig.S3: HSQC spectrum of mixture M (CDsOD)
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Fig.S4: HMBC spectrum of mixture M (CDsOD)
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Fig.S5: NOESY spectrum of mixture M (CDzOD)
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Fig.S6: MS1 spectrum of mixture M showing the adduct [M+H]*
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Fig.S7: MS1 spectrum of mixture M showing the adduct [M-H]
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Fig.S8: MS2 spectrum of mixture M fragmented using HCD at 55.0eV
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Fig.S9: *H NMR spectrum of compound 1 (CDsOD, 700.40 MHz)
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Fig.S10: 3C NMR spectrum of compound 1 (CDsOD, 176.12 MHz)
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Fig.S11: HSQC spectrum of compound 1 (CDsOD)
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Fig.S12: HMBC spectrum of compound 1 (CD3OD)
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Fig.S13: NOESY spectrum of compound 1 (CDs0OD)
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Fig.S14: MS1 spectrum of compound 1 showing the adduct [M+H]*
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Fig.S15: MS1 spectrum of compound 1 showing the adduct [M-H]

Intens.
Compound 1+MS52(359.1128),55.0eV

x10
329.0659

20 ]

05 ] 283.0604 312.0621

255.0653
161.0597 178.0623 273.0392

205.0491 227.0702 ' t ‘
dly Il
T ! i T T T T T

0.0 1 [TRTTYY ol I el [ Al
T T T T T T T t T T T t
100 150 200 250 300 350 miz

Fig.S16: MS2 spectrum of compound 1 fragmented using HCD at 55.0eV
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Fig.S17: *H NMR spectrum of compound 2 (CD3zOD, 700.40 MHz)
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Fig.S18: 3C NMR spectrum of compound 2 (CDsOD, 176.12 MHz)
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Fig.S19: HSQC spectrum of compound 2 (CDsOD)
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Fig.S20: HMBC spectrum of compound 2 (CDsOD)
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Fig.S21: NOESY spectrum of compound 2 (CDs0OD)
Intens
x106 373.1296 [M+H]*
¢
1.5
1.04
0.5
DD M T T L ll' T T T - T T T T
200 400 600 800 1000 1200 1400 miz

Fig.S22: MS1 spectrum of compound 2 showing the adduct [M+H]*
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Fig.S23: MS1 spectrum of compound 2 showing the adduct [M-H]
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Fig.S24: MS2 spectrum of compound 2 fragmented using HCD at 55.0eV
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Fig.S27: HMBC spectrum of compound 3 (CDsOD)
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Fig.S28: NOESY spectrum of compound 3 (CDs0OD)
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Fig.S29: MS1 spectrum of compound 3 showing the adduct [M+H]*
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Fig.S30: MS1 spectrum of compound 3 showing the adduct [M-H]
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Fig.S31: MS2 spectrum of compound 3 fragmented using HCD at 55.0eV
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