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Figure S1. 'TH NMR titration of compound 7a in CD,Cl, solution with CF;COOD
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Figure S2. Crystal packing for compound 4bbb
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Figure S3. '"H NMR spectrum of 4b in CDCl;
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Figure S4. 3C NMR spectrum of 4b in CDCl;
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Figure S5. '"H NMR spectrum of 4bb in CDCls
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Figure S6. 3C NMR spectrum of 4bb in CDCl;
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Figure S7. 'TH NMR spectrum of 4bbb in CDCl;
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Figure S8. 13C NMR spectrum of 4bbb in CDCl;
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Figure S9. COSY experiment for 4bbb in CDCl;
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Agilent Technologies

Y. Poromik
zespl0/var600/3ER-39-red/IER-39
red-NOESY1D

Sample Name:
3ER-39-red

pata Collected on:
Varian-NMR-vnmrs600

Archive directory:

Sample directory:
FidFile: NOESY1D

Pulse Sequence: NOESY1D
Solvent: cdclld
Data collected on: Jun 1 2015

Solvent: cdcl3
Temp. 25.0 C / 298.1 K
Operator: wvamel
VNMRS-600 “"Varian-NMR"

7.125

Relax. delay 1.000 sec
Pulse 90.0 degrees

Acq. time 2.386 sec

Width 6868.1 Hz

128 repetitions

OBSERVE H1, 599.8350742 MAz
DATA PROCESSING

Line broadening 2.0 Hz

FT size 131072

2.343

9 7 6 5 4 3 | 2 ppm

1.99 -

5 Aglen Technologes

¥. Porenik
2espl0/Var600/3ER-39-red/3ER-39
red-NOESY1D

Sample Name:
3ER-39-red

Data Collected on:
Varian-NMR-vomrs600

Archive directory:

Sample directory:
FidFile: NOESY1D

Pulse Sequence: NOESYD
Solvent: cacl3
Data collected on: Jun 1 2015

Solvent: cdcl3
Temp. 25.0 C / 298.1 K
Operator: vamrl
VIMRS-600 “Varian-MMR"

Relax. delay 1.000 sec
Pulse 90.0 degree

Acq. time 2.386 sec

Width 6868.1 Hz

128 repetitions

OBSERVE  H1, 599.8350742 MHz
DATA PROCESSING

Line broadening 2.0 Hz

1 FT size 131072

7.271
7.258

2.402
2.381

2 Ppm
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- Agilent Technologies

¥. Poronik
zespl0/Var600/3ER-39-red/IER-38
red-NOESY1D

Sample Name:
3ER-39-red

Data Collected on:
Varian-NMR-vnmrs600

Archive directory:

Sample directory:

FidFil;

NOESY1D

Pulse Sequence: NOESY1D
Solvent: cdcl3
Data collected on: Jun 1 2015

Solvent: cdel3d
Temp. 25.0 € / 298.1 K
Operator: vmmrl
VNMRS-600 "Varian-NMR"

7.400
7.386
7.211

7.202

Relax. delay 1.000 sec
Pulse 90.0 degrees

Acq. time 2.386 sec

width 6868.1 Hz

128 repetitions

OBSERVE  H1, 599.8350742 MHz
DATA PROCESSING

Line broadening 2.0 Hz

r ~ FT size 131072

5.938

8.657

/8647
8.624

B8.633

7 6 5 4 3 2 ppm

2.07
2.32

¥. Poromik
zespl0/Var600/3ER-39-red/3ER-39
red-NOESY1D

Sample Name:
3ER-39-red

Data Collected on:
Varian-MMR-vomrs600

Archive directory:

Sample directory:

FidFile: NOESY1D

Pulse Sequence: NOESY1D
Solvent: cdcl3
Data collected on: Jun 1 2015

Solvent: cdcl3
Temp. 25.0 C / 298.1 K
Operator: vomrl
VMMRS-600 "Varian-NMR"

7.311
7.202

Relax. delay 1.000 sec

| Fulse 90.0 degrees
Acq. time 2.386 sec

| Width 6868.1 Hz
| 128 repetitions
OBSERVE  H1l, 599.8350742 Mz
DATA PROCESSING
Line broadening 2.0 Hz
FT size 131072

6 5 4 3 2 DI
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-4+ Agilent Technologies

¥. Poromik

zespl0/Vvar600/3ER-39-red/3ER-39

red-NOESY1D

Sample Mame:
3ER-39-red

Data Collected om:
Varian-NMR-vomrs600

Archive directory:

sample directory:
FidFile: NOESY1D

Pulse Sequence: NOESY1D
Solvent: cdcl3
Data collected on: Jun

Solvent: cdel3
Temp. 25.0 C / 298.1 K
Operator: vamrl
VIMRS-600 “Varian-NMR"

Relax. delay 1.000 sec
Pulse 90.0 degrees
Acq. time 2.386 sec
width 6868.1 Hz

128 repetitions

1 2015

OBSERVE ~ H1, 599.8350742 MHz

DATA PROCESSING
Line broadening 2.0 Hz
FT size 131072

gt Tculoge

¥. Poromik

2e8pl0/Var600/3ER-39-red/IER-39

red-NOESY1D

Sample Name:
3ER-39-red

Data Collected on:
varian-NMR-vomrs600

Archive directory:

Sample directory:

Fidrile: NOESY1D

Pulse Sequence: NOESY1D
Solvent: cdcl3

Data collected cn: Jun 1 2015

Solvent: cdeld
Temp. 25.0 € / 298.1 K
Operator: vmmrl

VMMRS-600 "Varian-NMR®

Relax. delay 1.000 sec
Pulse 90.0 degrees
Acq. time 2.386 sec
width 6868.1 Hz

128 repetitions

OBSERVE  H1, 599.8350742 MHz

DATA PROCESSING
Line broadening 2.0 Hz
FT size 131072
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- Ayilent Technologies

¥. Poronik
2esp10/Var600/3ER-39-red/3ER-39
red-NOESY1D

Sample Name:
3ER-39-red

Data Collected om:
Varian-NMR-vnmrs600

Archive directory:

sample directory:
FidFile: NOESY1D

Pulse Sequence: NOESYD
Solvent: cdel3
Data collected on: Jun 1 2015

Solvent: cdel3d
Temp. 25.0 C / 298.1 K
Operator: vamrl
VMMRS-600 "Varian-NMR"

8.657

8.648

Relax. delay 1.000 sec
Pulse 90.0 degrees

Acq. time 2.386 sec

width 6868.1 Hz

128 repetitions

OBSERVE  H1, 599.8350742 MHz
l DATA PROCESSING

7.912
7.903

Line broadening 2.0 Hz
PT size 131072

Figures S10a-g. A set of NOESY experiments for 4bbb in CDCl;
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Figure S11. HSQC experiment for 4bbb in CDCl;
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Figure S11. HMBC experiment for 4bbb in CDCl;
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Figure S12. '"H NMR spectrum of 5a in CF;COOD
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Figure S13. 3C NMR spectrum of 5a in CF;COOD
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Figure S14. '"H NMR spectrum of 5b in DMSO-d,
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Figure S15. 3C NMR spectrum of 5b in DMSO-d;
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Figure S16. '"H NMR spectrum of 6b in DMSO-d,
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Figure S15. 3C NMR spectrum of 6b in DMSO-d;
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Figure S18. "H NMR spectrum of 7a in CDCl;
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Figure S19. 3C NMR spectrum of 7a in CDCl;
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Figure S20. 'H NMR spectrum of 7b in CDCl;
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Figure S21. 3C NMR spectrum of 7a in CDCl;



