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The synthesis of fascaplysin (3a) and 9-methylfascaplysin (3b). All chemicals were purchased in
analytical grade and used as received. Nuclear magnetic resonance spectra of "H NMR and *C NMR
were recorded on a Bruker AV-400 NMR spectrometer in CD3OD or DMSO-ds. HRMS was performed
on a Bruker micrOTOF-Q II mass spectrometer or on an Orbitrap Mass Spectrometer (Q Exactive HF,
Thermo Fisher Scientific).
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Figure S1. NMR of 3a.
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Figure S2. NMR of 3a.
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Figure S3. HRMS of 3a.
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Figure S4. NMR of 3b (in CDsOD).
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Figure S5. NMR of 3b (in DMSO-ds).
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Figure S6. NMR of 3b (in DMSO-ds).
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Figure S7. HRMS of 3b.

Measurement information:

Instrument: CXTH LC-3000

Column: Ultimate® Plus C18 (Welch)
Mobile phase: Methanol/water (90/10, V/V)
Velocity: 1 mL/min

Monitor wave number: 280 nm
Temperature: 25 °C

Injection volume: 20 pL
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Figure S8. HPLC of 3a.

Peak Ret.Time Area (%) Area

1 2.290 0.1042 5641

2 3.548 0.07692 4164

3 4.137 0.2029 40984

4 6.375 98.96 5357259

5 11.489 0.6564 35537
Total 100 5413585

Measurement information:

Instrument: CXTH LC-3000

Column: Ultimate® Plus C18 (Welch)
Mobile phase: Methanol/water (90/10, V/V)
Velocity: 1 mL/min

Monitor wave number: 280 nm
Temperature: 25°C

Injection volume: 20 pL
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Figure S9. of 3b.

Peak Ret.Time Area (%) Area

1 6.157 98.96 10346263
2 14.028 0.04309 4506

3 19.548 0.9536 99703

4 26.719 0.05022 5251

Total 100 10455723




