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Table S1. NMR Spectroscopic Data (500 MHz) in MeOH-d,4 for Sebestenoid A (1)

Position dc, mult. On (J in Hz) COSY HMBC ROESY
1 127.7, qC H-2, H-5, H-6, H-7, H-8
2 117.3, CH 7.28,d (2.1) H-7
3 146.1, qC H-2, H-5
4 148.5, qC H-2, H-5, H-6
5 116.1, CH 6.73,d (8.2) H-6
6 122.7, CH 6.89,dd (8.2,2.1) H-5 H-7
7 113.3, CH 5.63,d(7.2) H-8 H-2, H-6
8 132.8, CH 7.22,d(7.2) H-7
1’ 130.8, qC H-2’, H-5’, H-6’, H-7°, H-8’
2’ 116.8, CH 7.27,d (2.0) H-7°, H-8’
3 145.5, qC H-2’, H-5’
4’ 148.4, qC H-2’, H-5’, H-6’, H-7”
5 115.5,CH 6.76,d (8.2) H-6’ H-7”
6’ 122.3, CH 7.04,dd (8.2, 2.0) H-5’ H-7’, H-8’
7’ 148.0, CH 7.75,d (15.8) H-8’ H-2’, H-6’
8’ 115.8, CH 6.55,d (15.8) H-7° H-2’, H-6’
9’ 165.4, qC H-7°, H-8’, H-8
17 125.4, qC H-2”, H-5”, H-6”, H-7"
2” 118.2, CH 7.24,d (2.0) H-7”
3” 146.1, qC H-2”, H-5”
4” 149.2, qC H-2”, H-5”, H-6”
5”7 116.4, CH 6.73,d (8.4) H-6”
6” 125.2, CH 7.08, dd (8.4, 2.0) H-5” H-7”
7” 129.8, CH 7.33,s H-5’, H-2”, H-6”
8” 138.3, qC H-7”
9” 165.6, qC H-7”, OCH3
OCH; 52.8, CH; 3.72,s




Table S2. NMR Spectroscopic Data (500 MHz) in MeOH-d,4 for Sebestenoid B (2)

Position Oc, mult. oy (J in Hz) COSY HMBC ROESY

1 127.3, qC H-2, H-6, H-7, H-8

2 116.6, CH 6.69,d (1.5) H-7, H-8
3 146.3, qC H-2, H-4

4 113.6, CH 6.83,d (1.5)

5 146.5, qC H-4, H-6

6 119.6, CH 6.70,d (1.5) H-7, H-8
7 116.8, CH 6.36,d (12.8) H-8 H-2, H-6
8 135.4, CH 7.78, d (12.8) H-7 H-2, H-6
1’ 130.8, qC H-2’, H-5°, H-6°, H-7°, H-8’

2’ 116.8, CH 7.23,d (2.0) H-7°, H-8’
3 146.6, qC H-2’, H-5°

4’ 148.8, qC H-2’, H-5’, H-6’

5’ 115.5, CH 6.74,d (8.4) H-6’

6’ 122.3, CH 7.00, dd (8.4, 2.0) H-5’ H-7°, H-8’
7 147.6, CH 7.69, d (15.8) H-8’ H-2’, H-6’
8’ 115.7, CH 6.42,d (15.8) H-7° H-2’, H-6’
9’ 165.9, qC H-8,6 H-7°, H-8’

17 125.4, qC H-2”, H-5”, H-6", H-7”

27 118.1, CH 7.26,d (2.0) H-7”

3” 148.0, qC H-2”, H-5”

4” 149.2, qC H-2”, H-5”, H-6”

5” 116.4, CH 6.72,d (8.4) H-6”

6” 125.2, CH 7.07, dd (8.4, 2.0) H-5” H-7”

77 129.8, CH 7.33,s H-2”, H-6”
8” 138.2, qC H-7”, H-4

9” 165.5, qC H-7”, OCH3

OCHj3; 52.8, CH; 3.72,s




Table S3. NMR Spectroscopic Data (500 MHz) in MeOH-d,4 for Sebestenoid C (3)

Position _0c, mult. oy (J in Hz) COSY HMBC _ ROESY

1 127.8, qC H-2, H-5, H-6, H-7, H-8

2 117.4, CH 7.27,d (2.0) H-7

3 146.0, qC H-2, H-5

4 145.7, qC H-2, H-5, H-6

5 116.5, CH 6.75,d (8.2) H-6

6 122.8, CH 6.92, dd (8.2, 2.0) H-5 H-7

7 113.2, CH 5.61,d(7.3) H-8 H-2, H-6

8 132.9, CH 7.21,d (7.3) H-7

I 124.5, qC H-5°, H-6°, H-7°, H-8’, H-8”

2 126.5, qC H-6’, H-7°, H-7”, H-8”

3 149.1, qC H-5’, H-7”, H-8”

4 145.9, qC H-5’, H-6’

5’ 118.6, CH 6.87,d (8.3) H-6’

6’ 122.2, CH 7.30,d (8.3) H-5° H-7°, H-8’
7 144.9, CH 7.80,d (15.9) H-8’ H-6’, H-8”
8’ 115.7, CH 6.44,d (15.9) H-7 H-6’

9 165.5, qC H-8, H-7°, H-8’

17 133.5,qC H-2", H-5”, H- 6”, H-7", H-8”

2” 113.3, CH 6.75,d (2.0) H-77, H-8”
3” 146.1, qC H-2”, H-5”

4 146.8, qC H-2”, H-5”, H-6”

5” 116.3, CH 6.74,d (8.2) H-6”

6” 118.3, CH 6.63, dd (8.2, 2.0) H-5” H-7”

7’ 88.1, CH 5.81,d (4.4) H-8” H-2”, H-6”
8” 57.4, CH 4.42,d(4.4) H-7” H-2”, H-7°
9” 172'3’ qC H_79” H_8,,’ H_87’7

1 128.5, qC H-2’, H-5’, H-6’, H-7°”, H-8"”

2> 117.2, CH 6.56,d (2.0) H-7°”, H-8”
3 146.6, qC H-2’, H-5”

4> 145.2, qC H-2°”, H-5’", H-6"”

5 116.5, CH 6.56,d (8.1) H-6’

6 121.8, CH 6.36, dd (8.1, 2.0) H-5 H-7°”, H-8
7’93 37'4, (:H2 %.gg, gg Eii.%, Z-%% H_8”’ H_2”3’ H_6’3’
8 75.7, CH 5.16,dd (9.2, 4.5) H-7” H-2’, H-6™
9 171.2, qC H-7"°, H-8”’, OCHj3

OCHj; 52.8, CH3 3.62,s




Table S4. NMR Spectroscopic Data (500 MHz) in MeOH-d,4 for Sebestenoid D (4)

Position Oc, mult. oy (J in Hz) COSY HMBC _ ROESY

1 127.5, qC H-2, H-6, H-7, H-8

2 116.5, CH 6.67,d (1.7) H-7, H-8

3 146.2, qC H-2, H-4

4 113.6, CH 6.81,d(1.7)

5 146.3, qC H-4, H-6

6 119.6, CH 6.68,d (1.7) H-7, H-8

7 116.8, CH 6.35,d (12.8) H-8 H-2, H-6

8 135.5, CH 7.76,d (12.8) H-7 H-2, H-6
I 124.4, qC H-5°, H-6’, H-7’, H-8’, H-8”

2 126.3, qC H-6’, H-7’, H-7”, H-8"

3 149.2, qC H-5°, H-7”, H-8”

4 145.7, qC H-5°, H-6

5’ 118.6, CH 6.84,d (8.4) H-6

6 122.3, CH 7.22,d(8.4) H-5° H-7°, H-8’
I 144.5, CH 7.70,d (15.9) H-8 H-6’, H-8”
8 115.7, CH 6.29, d (15.9) H-7° H-6

9 165.9, qC H-8, H-7°, H-8’

1” 133.5, qC H-2", H-5", H-6", H-7", H-8"

2” 113.3, CH 6.73, (2.1) H-77, H-8”
3” 146.5, qC H-2”, H-5”

4 146.6, qC H-2”, H-5”, H-6"

5” 116.4, CH 6.75,d (8.2) H-6”

6” 118.3, CH 6.62,dd (8.2, 2.1) H-5” =77

7’ 83.2, CH 5.80,d (4.6) H-8” H-2”, H-6”
8” 57.6, CH 4.38,d (4.6) H-7” H-2”, H-7°
9” 1723’ qC H-7”, H-S”, H_gaaa

1 128.5, qC H-2°, H-5’, H-6"”, H-7"”, H-8"”

2> 117.3, CH 6.59, d (2.0) H-7°, H-8"”
3”7 146.8, qC H-2°, H-5"

4 145.3, qC H-2"”, H-5°”, H-6°”

57 116.5, CH 6.62,d (8.1) H-6

6™ 121.8, CH 3491(1), gg 8341,22.90)2) H-5°” H-7°”, H-8"
7 37‘5, CH2 3‘02’ dd (14.2’ 4.0) H‘8 H-2 Py H'6
8 75.7, CH 5.19,dd (9.2, 4.0) H-7” H-27, H-6’
9” 171.2, qC H-7"°, H-8”’, OCH3

OCH; 52.9, CH; 3.67,s




jd-w-16-6-6a-1h

Figure S1 "H-NMR spectrum of Sebestenoid A (1) (MeOH-d4, 500 MHz)
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Jd-w-16-6-6a—-13c

Figure S2 *C-NMR spectrum of Sebestenoid A (1) (MeOH-d,, 125 MHz)
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Figure S3 COSY NMR spectrum of Sebestenoid A (1) (MeOH-d4, 500 MHz)
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Figure S4 HSQC NMR spectrum of Sebestenoid A (1) (MeOH-d4, 500 MHz)
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Figure S5 Expansion of HSQC NMR spectrum of Sebestenoid A (1) (MeOH-d4, 500 MHz)
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Figure S6 HMBC NMR spectrum of Sebestenoid A (1) (MeOH-d4, 500 MHz)
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Figure S7 ROESY NMR spectrum of Sebestenoid A (1) (MeOH-d4, 500 MHz)
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Figure S8 "H-NMR spectrum of Sebestenoid B (2) (MeOH-d4, 500 MHz) 30
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Figure S9 *C-NMR spectrum of Sebestenoid B (2) (MeOH-d,, 125 MHz)
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Figure S10 COSY NMR spectrum of Sebestenoid B (2) (MeOH-d,, 500 MHz)
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Figure S11 HSQC NMR spectrum of Sebestenoid B (2) (MeOH-d,, 500 MHz)
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Figure S12 HMBC NMR spectrum of Sebestenoid B (2) (MeOH-d,, 500 MHz)
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ttttt DECMNLED KUCST
Solvent: cd3oo

Temp. 22.0 7 ;s 285.1 K
Operator: vnmril

File: jd-w-15-6-Sa-roesy
INAYA-S00 *“localhul *

Mixing 0.500 sec

Acq. time 0.500 sec

Width 2514.7 Hz

2D Width 2514.7 Hz

32 repetitions

2 % 256 increments

OBSERVE H1, S00.1133918 MHz
NG

Gauss ag:tﬁution 0.094 sec
F1 DATA OCESSING

Gauss apodization 0.094 sec
FT size 2048 x 2048

Total time 9 hr, 23 min, 14 sec
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Figure S13 ROESY NMR spectrum of Sebestenoid B (2) (MeOH-d4, 500 MHz)
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Figure S14 'H-NMR spectrum of Sebestenoid C (3) (MeOH-d4, 500 MHz)
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Figure S15 *C-NMR spectrum of Sebestenoid C (3) (MeOH-ds, 125 MHz) L1800
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Figure S16 COSY NMR spectrum of Sebestenoid C (3) (MeOH-d,, 500 MHz)
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Figure S17 HSQC NMR spectrum of Sebestenoid C (3) (MeOH-d4, 500 MHz)
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Figure S18 Expansion of HSQC NMR spectrum of Sebestenoid C (3) (MeOH-d4, 500 MHz)
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Figure S19 HMBC NMR spectrum of Sebestenoid C (3) (MeOH-d,, 500 MHz)
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Figure S20 ROESY NMR spectrum of Sebestenoid C (3) (MeOH-d4, 500 MHz)

Fulse Seguence: ROESY

Solvent: cd3od
Temp. 22.0 C s 295.1 K
Operator: vnmrl
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Jd-w-17-8-31h ! !

Figure S21 'H-NMR spectrum of Sebestenoid D (4) (MeOH-ds4, 500 MHz)
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Jd—w-17-8-313c

Figure S22 "C-NMR spectrum of Sebestenoid D (4) (MeOH-d,, 125 MHz)
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Pulse Sequence: gODQCOSY

Solvent:

cd3od

Ambient temperature

Operator:

wnmrl

File: jd-w-17-8-3-gcosy

INOVA-500

"localhost™

Relax. delay 1.000 sec
Acg. time 0.500 sec

Width
2D Width

2901.5 Hz
2901.5 Hz

B repetitions
2 x 128 increments
OBSERVE Hi1, 500.1133918
DATA PROCESSING
Sqg. sine bell 0.132 sec
Shifted by -0.088 sec
1 DATA PROCESSING
Sq. sine bell 0.037 sec
Shifted by -0.025 sec
FT size 2048 x 2048
Total time 52 min, 39 sec
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Figure S23 COSY NMR spectrum of Sebestenoid D (4) (MeOH-d4, 500 MHz)
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Figure S24 HSQC NMR spectrum of Sebestenoid D (4) (MeOH-d4, 500 MHz)
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Figure S25 HMBC NMR spectrum of Sebestenoid D (4) (MeOH-d4, 500 MHz)
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Figure S26 ROESY NMR spectrum of Sebestenoid D (4) (MeOH-d4, 500 MHz)

Pulse Sequence: ROESY

Solvent: cd3od

Ambient temperature
Operator: vomr

File: jd-w-17-8-3-roesy
INOVA-500 ™"localhost™

Mixing 0.500 sec

Acg. time 0.500 sec

Width 2901.5 Hz

2D Width 2901.5 Mz

16 repetitions

2 x 256 increments
OBSERVE H1, 500.1133918 MHz
DATA PROCESSING

Gauss apodization 0.082 sec
F1 DATA PROCESSING

Gauss apodization 0.081 sec
FT size 2048 x 2048
Total time 4 hr, 40 min, S1 sec
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