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Figure S1. 'H (400 MHz) NMR spectrum of (3-leptothalenone A (1) in CD3OD.
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Figure S2. 13C (100 MHz) NMR spectrum of (8-leptothalenone A (1) in CD3OD.
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Figure S3. DEPT-90 spectrum of (3)-leptothalenone A (1) in CD30D.
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Figure S4. DEPT-135 spectrum of (-leptothalenone A (1) in CDs0D.
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Figure S5. HSQC spectrum of (H-leptothalenone A (1) in CD3OD.
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Figure S6. HMBC spectrum of (H-leptothalenone A (1) in CDsOD.
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Figure S7. *H-'H COSY spectrum of (3-leptothalenone A (1) in CD3OD.
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Figure S8. NOESY spectrum of (-leptothalenone A (1) in CD30D.
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Figure S9. HR-ESIMS of (H-leptothalenone A (1) in CDsOD.
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Figure S10. 'H (400 MHz) NMR spectrum of (-)-4,8-dihydroxy-7- (2-hydroxy-ethyl)-6-methoxy-3,4-
dihydro-2H-naphthalen-1-one ((-)-2) in CD30OD.
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Figure S11. °C (100 MHz) NMR spectrum of (-)-4,8-dihydroxy-7- (2-hydroxy-ethyl)-6-methoxy-3,4-
dihydro-2H-naphthalen-1-one ((-)-2) in CD3OD.
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Figure S12. DEPT-90 spectrum of (-)-4,8-dihydroxy-7- (2-hydroxy-ethyl)-6-methoxy-3,4-dihydro-2H-
naphthalen-1-one ((-)-2) in CD30D.
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Figure S13. DEPT-135 spectrum of (-)-4,8-dihydroxy-7- (2-hydroxy-ethyl)-6-methoxy-3,4-dihydro-
2H-naphthalen-1-one ((-)-2) in CD30D.
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Figure S14. HSQC spectrum of (-)-4,8-dihydroxy-7- (2-hydroxy-ethyl)-6-methoxy-3,4-dihydro-2H-
naphthalen-1-one ((-)-2) in CD30D.
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Figure S15. HMBC spectrum of (-)-4,8-dihydroxy-7- (2-hydroxy-ethyl)-6-methoxy-3,4-dihydro-2H-
naphthalen-1-one ((-)-2) in CD3sOD.
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Figure S16. 'H-'H COSY spectrum of (-)-4,8-dihydroxy-7- (2-hydroxy-ethyl)-6-methoxy-3,4-dihydro-
2H-naphthalen-1-one ((-)-2) in CD30D.
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Figure S17. NOESY spectrum of (-)-4,8-dihydroxy-7- (2-hydroxy-ethyl)-6-methoxy-3,4-dihydro-2H-
naphthalen-1-one ((-)-2) in CDz0D.
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Figure S18. ESIMS of (-)-4,8-dihydroxy-7- (2-hydroxy-ethyl)-6-methoxy-3,4-dihydro-2H-naphthalen-
1-one ((-)-2) in CD30D.
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Figure S19. 'H (400 MHz) NMR spectrum of 6-hydroxy-5,8-dimethoxy-3-methyl-1H-isochromen-1-
one (4) in CD30D.
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Figure S20. 3C (100 MHz) NMR spectrum of 6-hydroxy-5,8-dimethoxy-3-methyl-1H-isochromen-1-
one (4) in CD30D.
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Figure S21. DEPT-90 spectrum of 6-hydroxy-5,8-dimethoxy-3-methyl-1H-isochromen-1-one (4) in
CD30D.
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Figure S22. DEPT-135 spectrum of 6-hydroxy-5,8-dimethoxy-3-methyl-1H-isochromen-1-one (4) in
CDs0D.
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Figure S23. HSQC spectrum of 6-hydroxy-5,8-dimethoxy-3-methyl-1H-isochromen-1-one (4) in
CD30D.
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Figure S23. HMBC spectrum of 6-hydroxy-5,8-dimethoxy-3-methyl-1H-isochromen-1-one (4) in
CDsOD.
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Figure S25 *H-'H COSY spectrum of 6-hydroxy-5,8-dimethoxy-3-methyl-1H-isochromen-1-one (4) in
CD30D.
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Figure S26. HR-ESIMS of 6-hydroxy-5,8-dimethoxy-3-methyl-1H-isochromen-1-one (4) in CD30D.
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Figure S27. 'H (400 MHz) NMR spectrum of (4S, 10R, 4°S)-leptothalenone B (5) in CD3sOD.
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Figure S29. DEPT-90 spectrum of (4S, 10R, 4°S)-leptothalenone B (5) in CD30D.
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Figure S30. DEPT-135 spectrum of (4S, 10R, 4°S)-leptothalenone B (5) in CD3OD.
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Figure S31. HSQC spectrum of (4S, 10R, 4°S)-leptothalenone B (5) in CD30OD.
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Figure S33. H-'H COSY spectrum of (4S, 10R, 4°S)-leptothalenone B (5) in CD3OD.
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Figure S34. NOESY spectrum of (4S, 10R, 4°S)-leptothalenone B (5) in CD30D.




Figure S35. HR-ESIMS of (4S, 10R, 4°S)-leptothalenone B (5).
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Figure S36. 'H (400 MHz) NMR spectrum of (4R, 10S, 4°S)-leptothalenone B (6) in CD3OD.
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Figure S37. 13C (100 MHz) NMR spectrum of (4R, 10S, 4°S)-leptothalenone B (6) in CD3sOD.

“204.2
1661
1165.9
-164.2
L1635
A151.2
~150.3
116.7
JRiES!
1108
‘1107
~101.8
1013
361
361
\32.8
—20.1

204

11000

oy

10000

9000

8000

7000

oooo

5000

000

3000

2000

| 1000

£
§
b
T
E
E
S

- —

200 190 180 170 160 150 140 130 120 110 100 s0 80 70 a0 50 a0 30 20

Figure S38. DEPT-90 spectrum of (4R, 10S, 4°S)-leptothalenone B (6) in CD3OD.

ooooo

687
686

ooooo

1018
013
705

nnnnn

00000

00000

|||||

ooooo

ooooo




Figure S39. DEPT-135 spectrum of (4R, 10S, 4°S)-leptothalenone B (6) in CD30OD.
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Figure S40. HSQC spectrum of (4R, 10S, 4°S)-leptothalenone B (6) in CD3sOD.
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Figure S41. HMBC spectrum of (4R, 10S, 4°S)-leptothalenone B (6) in CD3OD.
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Figure S42. *H-'H COSY spectrum of (4R, 10S, 4°S)-leptothalenone B (6) in CD3OD.




Figure S43. NOESY spectrum of (4R, 10S, 4°S)-leptothalenone B (6) in CD3OD.

Figure S44. HR-ESIMS of (4R, 10S, 4°S)-leptothalenone B (6) in CD3OD.

D:\Data\2017\07\Liu lan\1707A0321 71712017 10:03:34 AM 3608c
LTQ Orbitrap Elite

1707A0321#18-23 RT: 0.08-0.11 AV: 6 NL 4.03E5
T: FTMS + ¢ ESI Full ms [100.00-1000.00]

1004

49516279
95
907
855
803
759
703
651
GOE
553
50

45

Relative Abundance

403
353
303 496 16665
257

497.16952

Qut T T T T 1
489 49‘0 dé1 4;?2 463 464 4‘.‘)5 4&‘76 49‘7 4§8 499 500 501 502 503 504
mz

SPECTRUM - simulation :
m/z Theo. Mass  Delta (ppm) RDB equiv. Composition
495.16279 495.16255 0.48 11.5 Cas Hps Og Na




Figure S45. Structure of 3 resulting from single-crystal X-ray diffraction.(Single crystal X-ray
crystallographic data was obtained on a Rigaku Oxford diffractometer equipped with graphite-
monochromatized Cu Ka radiation at 298(2) K. Structure solution and refinement were performed with
SHELXS-97, and all non-hydrogen atoms were refined anisotropically using the full-matrix least-
squares method. All hydrogen atoms were positioned by geometric calculations and difference Fourier
overlapping calculations. C12H140s, M = 238.23, orthorhombic crystal (0.40><0.30 % 0.30 mm), bronze
block, space group P212121; unit cell dimensions a = 5.298 A, b = 12.14910 (10) A, ¢ = 16.69040 (10)
A,V =1074.293 (11) A3, Z = 4; a total of 2163 unique reflections [R(int) = 0.0224] was measured; the
final refinement gave R: = 0.0334, wR2 = 0.0885, and S = 1.121; Flack parameter = 0.00(6).
Crystallographic data for the structure of 5 have been submitted to the Cambridge Crystallographic
Data Centre as supplementary publication CCDC 1830777.)




