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Figure S1. Key HMBC, COSY, and NOESY correlations of biexcisusin B (2).
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Figure S2. Key HMBC, COSY, and NOESY correlations of biexcisusin C (3).
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Figure S1. 'H NMR spectrum (900 MHz, C;D;N) of biexcisusin A (1)
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Figure S2. 3C NMR spectrum (225 MHz, C;D;N) of biexcisusin A (1)
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Figure S3. DEPTspectrum (225 MHz, C;DsN) of biexcisusin A (1)
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Figure S4. COSY spectrum (900 MHz, C;D;N) of biexcisusin A (1)
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Figure S5. HMQC spectrum (900 MHz, C;DsN) of biexcisusin A (1)
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Figure S6. HMBC spectrum (900 MHz, C;DsN) of biexcisusin A (1)
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Figure S7. ROESY spectrum (900 MHz, C;DsN) of biexcisusin A (1)
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Figure S8. ESIMS spectrum of biexcisusin A (1)
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Figure S9. HRESIMS spectrum of biexcisusin A (1)

Single Mass Analysis (displaying only valid results) A
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Figure S10. "H NMR spectrum (900 MHz, C;DsN) of biexcisusin B (2)
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Figure S11. 3C NMR spectrum (225 MHz, C;D;N) of biexcisusin B (2)
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Figure S12. DEPT spectrum (225 MHz, C;D;N) of biexcisusin B (2)
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Figure S13. COSY spectrum (900 MHz, C;DN) of biexcisusin B (2)
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Figure S14. HMQC spectrum (900 MHz, C;D;N) of biexcisusin B (2)
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Figure S15. HMBC spectrum (900 MHz, C;D;N) of biexcisusin B (2)
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Figure S16. NOESY spectrum (900 MHz, C;DsN) of biexcisusin B (2)
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Figure S17. ESIMS spectrum of biexcisusin B (2)
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Figure S18. HRESIMS spectrum of b
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Figure S19. '"H NMR spectrum (900 MHz, C;D;N) of bisexcisusin C (3)
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Figure S20. 3C NMR spectrum (225 MHz, C;D;N) of biexcisusin C (3)
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Figure S21. DEPT spectrum (225 MHz, CsD;N) of biexcisusin C (3)
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Figure S22. COSY spectrum (900 MHz, C;DN) of biexcisusin C (3)
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Figure S23. HMQC spectrum (900 MHz, C;DsN) of biexcisusin C (3)
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Figure S24. HMBC spectrum (900 MHz, C;DsN) of biexcisusin C (3)
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Figure S25. NOESY spectrum (900 MHz, C;DsN) of biexcisusin C (3)

—t

. e

wdd o

S29




IED-332_2 101 (2 400)
100

%

O-__________________

5209197 5888809  656.8030

1. TOF MS ES-
945.2920 3.97e4

946 3147

Tﬂw._% m 0132571
[

890.3134 E&%mm

IED-332_1 179 (2.399)
100

R

1. TOF MS ES+

84 4765 1.34e4

8424797 9234835

924 4041
843.4842

507.240.

ﬁ ww,_hm,_mAEuh_mum,_oumE@m

Figure S26. ESIMS spectrum of biexcisusin C (3)
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Figure S27. HRESIMS spectrum of b

Single Mass Analysis (displaying only valid results) ~
Tolerance = 10.0 PPM / DBE: min=-15, max=50.0
Selected filters: None
Monoisotopic Mass, Even Electron lons =
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Figure S28. '"H NMR spectrum (500 MHz, CDCl,) of biexcisusin D (4)
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Figure S29. 3C NMR spectrum (125 MHz, CDCl,) of biexcisusin D (4)
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Figure S31. HMQC spectrum (500 MHz, CDCl,) of biexcisusin D (4)
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Figure S32. HMBC spectrum (500 MHz, CDCl,) of biexcisusin D (4)
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Figure S33. ESIMS spectrum of bi7excisusin D (4)
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Figure S34. HRESIMS spectrum of b
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Figure S35. '"H NMR spectrum (500 MHz, CDCl,) of biexcisusin E (5)
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Figure S36. 3C NMR spectrum (125 MHz, CDCL,) of biexcisusin E (5)
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Figure S37. DEPT spectrum (125 MHz, CDCl,) of b
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Figure S38. HMQC spectrum (500 MHz, CDCl,) of biexcisusin E (5)
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Figure S39. HMBC spectrum (500 MHz, CDCl,) of biexcisusin E (5)
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Figure S40. ESIMS spectrum of biexcisusin E (5)
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Figure S41. HRESIMS spectrum of biexcisusin E (5)
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Tolerance = 10.0 PPM / DBE: min=-15 max=50.0
Selected filters: None
Monoisotopic Mass, Even Electron lons =
123 formula(e) evaluated with 2 results within limits [up to 50 best isotopic matches for each mass) 3
Mass | calc.Mass | mba |Ppm | DBE | Formula lirrr | ¢ | v | o |
897.4276 897.4273 0.3 0.3 16,5 (48 HES O16 0.4 45 65 16
897.4331 55 -6.1 7.5 (41 HE9 021 0.8 41 69 21
IED-336_hr(-)_5 282 (2.902)
1: TOF MS ES- 142
10U+ 897.4276
898.4219
*I
899.4215
7
841.4680
¢ _wt_mms ge5.3720 £99.4869 883.4073 mmm.&qm_ _w__z 5311 905 6004 918.4947
-ttt e e et e miz

845.0 850.0 855.0 860.0 865.0 870.0 875.0 880.0 885.0 890.0 895.0

800.0 805.0 910.0 915.0

S45



Scheme S1. Hypothetical biogenetic pathway of 1-5
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