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Table S1 NMR spectral data of 1 n CDCl;

Position & J/Hz 'H-'H COSY NOESY® 3c HMBC (C)°
1 177.5 (s)

2 327 m 3,84,8B 911,12 449 (d) 1,3,4,8,9
3 550 d 1022 2 8A, 8B, 9, 11,12 1270 (d) 1,2,5,7,8
4 138.7 (s)

5A 225 m 5B, 6 319 (1) 3,4,6,7
5B 249 m 5A,6 3,4,6,7

6 368  brs 5A, 5B 11, 12 61.0 (t) 4

7 403 brs 3,11,12 66.8 (1) 3,4,5

8A 220 m 2,8B,9 3,11,12 309 () 1,2,3,9, 10
8B 244 m 2,8A,9 3,11, 12 1,2,3,9,10
9 504 dd 7.2(8),7.2(8) 8A, 8B 2,3, 11,12 1202 (d) 2,8,11,12
10 134.1 (s)

11 1.67 s 2,3,6,7,8A, 8B, 9 257 (@ 9,10, 12
12 1.60 s 2,3,6,7,8A, 8B, 9 17.8 (q) 9,10, 11

a 'H chemical shift values (dppm from SiMe4) followed by multiplicity and then the coupling constants
(J/Hz). Figures in parentheses indicate the proton coupling with that position. b The correlations with

. .. 1,1 . .
geminal and vicinal protones are removed. ¢ Long range H- *C correlations from H to C observed in the
HMRC exneriment



Table S2  NMR spectral data of 2 m CDCl;

Position & J/Hz 'H-'H COSY NOESY® 3c HMBC (C)°
1 173.5 (s)

2 328 m 3,8A,8B 5,9 454 (d) 1,3,4,8,9
3 549 d 10.8 (2) 2 7A, 7B, 8A, 8B 1293 (d) 2,5,7,8

4 133.9 (s)

5A 218 m 5B, 6A,6B 2 323 (1) 3,4,6,7
5B 254 m 5A,6A,6B 2 3,4,6,7

6A 365 brs 5A, 5B, 6B 614 (1)

6B 372  brs 5A, 5B, 6A

7A 448 d 13.2 (7B) 7B 3 679 (1) 1,3,4,5
7B 462 d 132 (7A) 7A 3 1,3,4,5

8A 220 m 2,8B,9 3,11, 12 3084 (t) 1,2,3,9,10
8B 246 m 2,8A,9 3,11, 12 1,2,3,9,10
9 503 m 8A, 8B 2,11,12 12029 (@) 2,8,11,12
10 134.2% (s)

11 167 s 9 257 (@) 9,10,12
12 1.60 s 8A, 8B, 9 17.8 (q) 9,10, 11

i 173.5 (s)

2! 328 m 3,8A,8B 5.9 454 (d) 1,89

3 552 d 102 (2 2! 7,8'A, 8'B 1272 (@ 5.7

4 139.6 (s)

5'A 229 m 5'B, 6' 2! 323 (1) 3,4.6,7
5'B 254 m 5'A, 6 2! 3,467

6 372  brs 5'A, 5'B 60.5 (t)

7 405  brs 3 67.5 (1) 3,45
8'A 220 m 2', 8B, 9' 3,11 12 3064 (t) 1,239, 10
8'B 246 m 2, 8A,9' 3,11 12 1',2,3,9, 10
9 503 m 8'A, 8B 2,11, 12 1203% (d) 2.8, 11", 12'
10' 134.3% (s)

1 167 s 9 257 (@) 9,10, 12'
12 1.60 s 8'A, 8'B, 9' 17.8 (@) 9,10, 11"

a 1H che+B14:L36mical shift values (d ppm from SiMe4) followed by multiplicity and then the coupling
constants (J/Hz). Figures in parentheses indicate the proton coupling with that position. b The
correlations with geminal and vicinal protones are removed. ¢ Long range 1H-13C correlations fromH to C
observed in the HMBC experiment. d1-d3 interchangeable



Table S3 NMR spectral data of 3 m CDChL

Position o 'H-'H COSY NOESY® & HMBC (C)°
1 1743 (s)

2 328 m 3,8A,8B 5,9 449 d) 1,89

3 555 d 9.6 (2) 2 7,9 1293 (d) 5,7

4 137.9 (s)

5A 230 ddd 14.4(5B),5.4(6),54(6)  5B,6 2 277 () 3,4,6,7

5B 254 ddd 144 (5B),5.4(6),54(6)  5A.6 3,4,6,7

6 420 m 5A, 5B 63.5 (1) 1,4

7 407 m 3 66.5 (t) 3.4

8A 220 m 2,8B,9 12 314 (1) 1,2,3,9,10
8B 244 m 2,8A,9 12 1,2,3,9,10
9 5.02¢' dd 7.2 (8A),7.2(8B) 8A, 8B 2,3,11 12022 (d) 2,8,11,12
10 1343 (s)

11 167 s 9 257 (@) 9,10, 12

12 1.59% s 8A, 8B 17.8% (@ 9,10, 11

I 1743 (s)

2 328 m 3,8'A,8B 5.9 449 (d) 1,3.4.8,9
3! 551 d 9.6 (2') 2! 7, 8'A, 8B, 9' 1272 @ 1,2,5,7,8
4 138.7 (s)

5'A 225 m 5'B, 6'A, 6B 2' 322 (1) 3,4,6.7
5'B 251 m 5'A,6'A, 6B 2' 3,467
6'A 365 brs 5'A, 5'B, 6'B 61.1 (1)

6'B 371  brs 5'A, 5'B, 6'A

7 402 m 3! 674 (1) 3,4

8'A 220 m 2, 8B, 9" 12! 314 (1) 1,2,3.9,10
8'B 244 m 2,8A,9' 12! 12,39, 10
9' 506" dd 7.2 (8'A),7.2 (8B) 8'A, 8B 24,3011 1203% (d) 11,12

10' 1343 (s)

1 167 s 9 257 (@) 9,10, 12'
12' 1618 s 8'A, 8'B 17.9% (@ 9,10, 11"

a 1H che+B23:L35mical shift values (d ppm from SiMe4) followed by multiplicity and then the coupling constants
(J/Hz). Figures in parentheses indicate the proton coupling with that position.
vicinal protones are removed. ¢ Long range 1H-13C correlations from Hto C observed in the HMBC experiment. d 1-
d4 interchangeable

b The correlations with geminal and



Table S4 NMR spectral data of4 n CDClL

Position & J/Hz 'H-"H COSY NOESY" & HMBC (C)°
1 368 m 2,8A,8B 9 40.2 (d)

2 536  brs 1 8A, 8B, 9,13A, 13B 1212 (d) 4,7,8,13
3 1392 (5)

4A 245  brd 19.2(5B) 4B, 5 13A 303 (1)

4B 259 m 5A,5B,6B  13B

50, 468 ddd 12.6 (4B), 12.6 (58), 1.8 (4A) 4,5p 644 (1) 3,4,7

5B 433 ddd  12.6 (50), 4.8 (4B), 2.4 (4A)  4,5q 3,4,7

6

7 174.3 (s)

8A 233 ddd  14.4(8B), 6.6 (1), 6.6 (9) 1,8B,9 2,11 301 () 1,2,7,9, 10
8B 252 ddd  14.4(8A), 6.6 (1), 6.6 (9) 1,8A,9 2,11 1,2,7,9,10
9 514  dd 6.6 (8A),6.6 (8B) 8A, 8B 1,2, 11 1209 (d) 1,8,11,12
10 134.6 (5)

11 172 s 9 258 (q) 9,10,12
12 1.67 s 8A, 8B 180 (q .10, 12
13A 399 d  13.8(13B) 2,4 674 () 2,3,4
13B 4.01 d 13.8 (13A) 2,4

a 'H chemical shift values (0ppm from SiMe4) followed by multiplicity and then the coupling constants (J/Hz). Figures
in parentheses indicate the proton coupling with that position. b The correlations with geminal and vicinal protones

are removed. ¢ Long range '"H-"C correlations from H to C observed in the HMBC experiment.



124D-1 C64-15-1-VIII

Sample Name:

Data Collected on:

Agilent-NMR-vnmrs600

Archive directory:

Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)

Solvent: cdcl3
Data collected on: Jan 18 2017
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124D-1 C64-15-1-VIII

Sample Name:

Data Collected on:

Agilent-NMR-vnmrs600

Archive directory:

Sample directory:

FidFile: CARBON

Pulse Sequence: CARBON (s2pul)

Solvent: cdecl3
Data collected on: Jan 18 2017

13C NMR spectrum of 1 in CDCl;
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"H-'"H COSY of 1

Figure S3
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NOESY of 1

Figure S4
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Figure SS HMQC of 1
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Figure S6 HMBC of 1
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124D-1 C65-7-IX

Sample Name:

Data Collected on:

Agilent-NMR-vnmrs600

Archive directory:

Sample directory:

FidFile: PROTON
Pulse Sequence: PROTON (s2pul)

Solvent: cdcl3
Data collected on: Jan 18 2017
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Figure S7
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13C NMR spectrum of 2 in CDCl;

Figure S8

124D-1 C65-7-IX

Sample Name:

Data Collected on:
Agilent-NMR-vnmrsé600

Archive directory:

Sample directory:

FidFile: CARBON

Pulse Sequence: CARBON (s2pul)

Solvent: cdcl3

Data collected on: Jan 18 2017
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'H-"H COSY of 2

Figure S9
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Figure S10 NOESY of 2
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Figure S11 HMQC of 2
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'"H NMR spectrum of 3 in CDCl;

Figure S13

124D-1 C65-9-X

Sample Name:

Data Collected on:

Agilent-NMR-vnmrs600

Archive directory:
Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)

Solvent: cdcl3
Data collected on:

Jan 19 2017
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124D-1 C65-9-X

Sample Name:

Data Collected on:
Agilent-NMR-vnmr

Archive directory:

Sample directory:

FidFile: CARBON

5600

Pulse Seqguence: CARBON (s2pul)

Solvent: cdcl3
Data collected on:

Jan 19 2017

e ad

13C NMR spectrum of 3 in CDCl;

Figure S14

ppm
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'H-'"H COSY of 3

Figure S15
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Figure S16 NOESY of 3
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23

HMQC of 3

Figure S17
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Figure S18 HMBC of 3
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124D-1 C81-8-XX

Sample Name:

Data Collected on:
Agilent-NMR-vnmrs600

Archive directory:

Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdel3
Data collected on: Apr 11 2017

'H NMR spectra of 4 in CDCl

Figure S19

34.84
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13C NMR spectra of 4 in CDCl;

Figure S20

124D-1 C81-8-XX

Sample Name:

Data Collected on:
>wwwmdn|23w|<55Hmmoo

Archive directory:

Sample directory:

FidFile: CARBON

Pulse Sequence: CARBON (s2pul)

Solvent: cdcl3
Data collected on: Apr 11 2017
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'H-"H COSY of 4

Figure S21
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Figure S22 NOESY of 4™
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Figure S23 HMQC of 4
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Figure S24 HMBC of 4
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Figure S25 'H NMR spectra of 1a in CDCl;
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Figure S26

'"H NMR spectra of 2a in CDCls+
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"H NMR spectra of 2b in CDCl;

Figure S27

124D-1 C61-5-VII

Sample Name:

Data Collected on:

Agilent-NMR-vnmrs600

Archive directory:

Sample directory:

FidFile: PROTON

Pulse Sequence: PROTON (s2pul)

Solvent: cdcl3
Data collected on: Oct 31 2016
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