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Figure $2.°C NMR spectrum (125 MHz, DMSO-ds) of 8-epiagelasine T (1).
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Figure S4. 'H-"H COSY spectrum (500 MHz, DMSO-ds) of 8-epiagelasine T (1).
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Figure S$5. HMBC spectrum (500 MHz, DMSO-ds) of 8-epiagelasine T (1).
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Figure S8. NOESY spectrum of 8-epiagelasine T (1) (500 MHz, DMSO-ds).
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Table S1. 'H NMR (500 MHz) and **C NMR (125 MHz) and 'H NMR (800 MHz) and "*C NMR (200
MHz)* spectral data for 10-epiagelasine B (2) in CDCIs and CeDes.

10-epiagelasine B2

10-epiagelasine B®

10-epiagelasine B¢

Position ou,mult, (J in Hz) oc, Type ou,mult, (J in Hz) oc, Type Oumult,(JinHz) oc, Type
1 164m 19.7, CHo 1.60, m 20.1, CH> 165m 31.0, CH>
133, m 131, m 124, m
2 1.98, m 1.98, m 1.93, m
229, CH» 234, CHa 32.5, CHa
1.91, m 121, m 1.78, m
3 5.30, brs 120.7, CH 5.37, brs 121.1, CH 5.20, brs 126.0, CH
4 136.2, C 1365, C 1340, C
5 405, C 39.4,C 426,C
6 1.80, m 1.50, m 239, dt (15.0, 4.1)
71 m 33.7, CHo 34 m 30.3, CHa 210, m 20.8, CH>
7 1.64,m 29.2, CH> 195 m 29.5, CHa 1.60, m 28.4, CHo
142, m 1.70, m 131, m
8 131, m 335, CH 1.40, m 337, CH 1.66, m 34.0, CH
9 39.1,C 408, C 41.0,C
10 2.28, brd, (12.9) 420, CH 2.38, d, (12.9) 423, CH 1.25, m 41.8,CH
11 1.35, m 1.90, m 1.58, m
30.0, CH> 33.9, CHa 35.5, CHo
1.25, m 1.40, m 1.38, m
12 2.03, dt, (11.8, 5.6) 201, m 354,CH:  2.00,dd, (13.3,7.8)
35.1, CHb 35.2, CHb
1.97, m 1.94, dd, (14.0, 7.0)
13 1492, C 149.1, C 1522, C
14 5.45, 1, (6.4) 115.0, CH 5.42,, (6.8) 114.8, CH 5.50, m 112.7, CH
15 5.25,d, (6.5) 48.6, CH> 5.11, d, (6.6) 482, CHo 5.52, brs 50.2, CHo
16 1.86, s 17.2, CHs 1.80, s 16.7, CHs 184, s 17.1, CHs
17 1.07,d, (7.4) 18.7, CHs 1.10, d, (7.4) 18.9, CHs 1.10, d, (7.3) 17.5, CHs
18 1.62, s 21.7, CHs 1.67,s 22.0, CHs 1.62, s 19.9, CHs
19 0.86, s 17.2, CHs 1.01,s 15.9, CHs 1.15,s 24.3, CHs
20 0.94, s 15.6, CHs 0.90, s 18.6, CHs 0.87, s 18.3, CHs
> 8.54, s 155.8, CH 831, s 155.5, CH 8.71, s 149.0, CH
& 149.7, C 1494, C 1435, C
5 110.0, C 110.0, C 119.7,C
6 151.8, C 1522, C 1487, C
8 9.87, s 1422, C 9.30, s 141.0, CH 9.90, s 1433, C
9-N-Me 406, s 31.9, CHs 3.30, s 31.0, CHs 411, s 34.0, CHs

aln CDCls.PIn CeDe. <In CDCls (after 24 h)
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Figure $11."*C NMR spectrum (125 MHz, CDCls) of 10-epiagelasine B (2).
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Figure $12. HSQC spectrum (500 MHz, CDCIs) of 10-epiagelasine B (2).
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Figure $13. 'H-"H COSY spectrum (500 MHz, CDCls) of 10-epiagelasine B (2).
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Figure $15. NOESY spectrum (500 MHz, CDCIs) of 10-epiagelasine B (2).
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Figure $16. (+)-HR-ESIMS of 10-epiagelasine B (2).
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Figure S17. 'H NMR spectrum (500 MHz, C¢Ds) of 10-epiagelasine B (2).
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Figure $18. 3*C NMR spectrum (125 MHz, CsDs) of 10-epiagelasine B (2).
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Figure $19. HSQC NMR spectrum (500 MHz, C¢Ds) of 10-epiagelasine B (2).
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Figure S$20. 'H-"H COSY NMR spectrum (500 MHz, C¢Ds) of 10-epiagelasine B (2).
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Figure $S21. HMBC NMR spectrum (500 MHz, CsDs) of 10-epiagelasine B (2).
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Figure $22. NOESY NMR spectrum (500 MHz, CsDs) of 10-epiagelasine B (2).
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Figure S$23. 'H NMR spectrum (800 MHz, CDCls, after 24 h) of 10-epiagelasine B (2).
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Figure $26. "H-"H COSY spectrum (800 MHz, CDCls, after 24 h) of 10-epiagelasine B (2). NUS
parameters: 50%/384/192.
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Figure S27. HMBC spectrum (800 MHz, CDCls, after 24 h) of 10-epiagelasine B (2). NUS
parameters: 25%/512/64.
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Figure S$28. 1D-NOESY spectrum irradiating on CHz-17 (&4 1.10) of 10-epiagelasine B (2) (800
MHz, CDCls, after 24 h).
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Figure S$29. 1D-NOESY spectrum irradiating on CHs-19 (&n 1.15) of 10-epiagelasine B (2) (800
MHz, CDCls, after 24 h).
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Figure S$30. 1D-NOESY spectrum irradiating on CH3-20 (&4 0.87) of 10-epiagelasine B (2) (800
MHz, CDCls, after 24 h).
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Figure S31. 2D IPAP-HSQMBC spectrum (optimized to 6 Hz) after selective inversion of H-10
proton of 10-epi-agelasine B (A). Slice from C-19 to H-10 (B). Measurement of 23JcH values were
performed by analysis of IPAP multiplet patterns. NUS parameters: 12%/512/30.
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Figure S32. 2D IPAP-HSQMBC spectrum (optimized to 6 Hz) after selective inversion of H-5
proton of 7. Slice from C-7 to H-5 (B). Measurement of 23Jcn values were performed by analysis
of IPAP multiplet patterns. NUS parameters: 12%/512/30.
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Figure S33. 2D IPAP-HSQMBC spectrum (optimized to 6 Hz) after selective inversion of H-5
proton of 8. Slice from C-7 to H-5 (B). Measurement of 23Jch values were performed by analysis
of IPAP multiplet patterns. NUS parameters: 12%/512/30.
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Figure S34."H NMR spectrum (500 MHz, CDCls) of 12-hydroxyagelasidine C (3).

AN ) Y A |

o a an c e o

~N @ S a < o = " @ M nmMmUnomMANnRNNMmOQ-

n < <+ ™ ~N — — o m o oMNTITITMNL OO OM

5 g g3 3 8 g 58 gAISimNA~SSen

v Lo N N NN

I
I
I I
b H‘ W L HI LA “m i
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
1 (ppm)

Figure $35."*C NMR spectrum (125 MHz, CDCls) of 12-hydroxyagelasidine C (3).
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Figure $36. HSQC spectrum (500 MHz, CDCls) of 12-hydroxyagelasidine C (3).
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Figure S37. 'H-"H COSY spectrum (500 MHz, CDCls) of 12-hydroxyagelasidine C (3).
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Figure $38. HMBC spectrum (500 MHz, CDCIs) of 12-hydroxyagelasidine C (3).

AN A
'

° ]
)

[}

o o 9
(] (-] .
3 ° .
® 0 °
] g
0 @ ° ° °
0?
4
Pl '
? o & = . ¢ 0 el
o ° [} [ ] @
8‘.0 7‘.5 7‘.0 6‘.5 6‘.0 5‘.5 5‘.0 4‘.5 4‘.0 3‘.5 3‘.0 2‘.5 2‘.0 1‘.5 1‘.0 d.S
2 (ppm)

Figure $S39. NOESY spectrum (500 MHz, CDCls) of 12-hydroxyagelasidine C (3).
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Figure S40. (+)-HR-ESIMS of 12-hydroxyagelasidine C (3).
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