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DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 200.14
DW 62.400 usec
DE 6.50 usec
TE 292.9 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1l ========
SFO1 400.1324710 MHz
NUC1 1H
P1 9.63 usec
PLW1 18.00000000 W
F2 - Processing parameters
sI 65536
SF 400.1300000 MHz
WDW EM
sSB o
LB 0.30 Hz
GB 0

J_,_AyL,k‘ PC 1.00

A

Figure S22. 'TH NMR spectrum of compound 3 (DMSO-ds, 500MHz)
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Time 11.13
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
™D 65536
SOLVENT DMSO
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DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
aQ 1.3631488 sec
RG 72.51
W 20.800 usec
DE 6.50 usec
TE 293.7 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 24
= CHANNEL f1 = -
100.6228293 MHz
13¢C
8.21 usec
90.00000000 W
= CHANNEL f2 = -
400.1316005 MHz
NUC2 1H
CPDPRG [2 waltzlé
PCPD2 90.00 usec
PLW2 18.00000000 W
PLW12 0.20479999 W
PLW13 0.16588999 W
F2 - Processing parameters
sI 32768
SF 100.6127690 MHz
WDW
L | J v
A . " \ RN N B R L 100 Hz
GB 0
pC 1.40
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Figure S23. °C NMR spectrum of compound 3 (DMSO-ds, 125MHz)
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SOLVENT DMSO
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Ds
SWH 16129.032 Hz
FIDRES 0.246110 Hz
AQ 2.0316160 sec
RG 200.14
bW 31.000 usec
DE 6.50 usec
TE 294.8 K
CNST2 145.0000000
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D2 0.00344828 sec
D12 0.00002000 sec
TDO 4
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100.6208171 MHz
13C
8.21 usec
2000.00 usec
ow
90.00000000 W
Crp60comp. 4
0.500
0 Hz
9.26869965 W
CHANNEL f2
SFO2 400.1312797 MHz
NUC2 1H
CPDPRG [2 waltzlé
P3 9.60 usec
P4 19.20 usec
PCPD2 90.00 usec
PLW2 18.00000000 W
PLW12 0.20479999 W
F2 - Processing parameters
SI
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
T T T T T T T T T T T T T ‘GE o
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Figure S24. DEPT135 spectrum of compound 3 (DMSO-ds, 125MHz)




-

ppm

Current Data Parameters
NAME zY-2

1224
EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20161230
Time 18.07
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG  cosygpmfphpp
D 2048
SOLVENT DMSO
NS 8
DS 4
SWH 6147.541 Hz
FIDRES 3.001729 Hz
aQ 0.1665707 sec
RG 186.05
oW 81.333 usec
DE 6.50 usec
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0
2.00000000 sec
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0
0
0
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H
Pl 10.90 usec
P2 21.80 usec
P17 2500.00 usec
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PLW10 2.37269998 W
GRADIENT CHANNEL
GPNAM[1] SMSQ10.100
GENAM [2] SMSQ10.100
GPz1 10.00 %
Gpz2 20.00
P16 1000.00 usec

F1l - Acquisition parameters
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SFo1 500.1328 MHz
FIDRES 48.047356 Hz
sw 12.297 ppm
FnMODE States-TPPI

F2 - Processing parameters
ST 4

SF 500.1300000 MHz
WDW OSINE

SsSB 2

LB 0 Hz

GB 0

pC 1.40

F1 - Processing parameters
s1 1024

MC2 States-TPPI
SF 500.1300000 MHz
WDW

SSB

LB 0 Hz

GB 0

Figure S25. 'H-'H COSY spectrum of compound 3 (DMSO-ds, S00MHz)

J J

O 1 T H

10

100 G

120 o

140

Current Data Parameters

e e
Sioro :
Srocio :
¥2 - Acquisition Parameters

ppmoc. Sorsorns
e Sie
Txstaon E
PROED 5 BAGED B/
Siteroc woedked
™ e
Sowvext oo
5 H
o
S
Sibnes
%

o

o

™

oz

5

o

%

i1

5ie

o

Zaorms

eoecneee L 52

o1 to0-1334708 iz
wa o

o 9.3 usec
5 1552 e
¥s 1000:00 bae
i 16.00000000

sFoz

nuc2
CPDPRG (2
3

PLILZ 0.94787002 W

GENAM[2 SMSQ10.100
Gpz1 80.00 %
cpz2 2010 ¢
1000.00 usec

FOMODE  Echo-Antiecho

F1 - ng parameters
1 1024
ez echo-antiecho
st 1006127690 Mz
WDW QSINE
ssE 2

ppm 2 o

Figure S26. HSQC spectrum of compound 3 (DMSO-ds, S00MHz)
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Figure S27. HMBC spectrum of compound 3 (DMSO-ds, S00MHz)
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F2 - Acquisition Parameters
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Time 11.51
INSTRUM spect
PROBED 5 mm PABEO BB/
PULPROG noesygpphpp
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NS 8
Ds 3
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FIDRES 2.441406 Hz
AQ 0.2048000 sec
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DE 6.50 usec
E 295.7 K
Do 0.00008536 sec
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sFo1 500.1323022 MHz
NUC1 1H
P1 11.50 usec
P2 23000 usec
P17 2500.00 usec
PLW1 13.50000000 W
PLW10 2.64109993 W
GRADIENT CHANNEL
GPNAM [1] SMSQ10.100
GPZ1 .00 %
P16 1000100 usec
F1 - Acquisition parameters
TD 256
SFO1 500.1323 MHz
FIDRES 39.062500 Hz
sw 9.997 ppm
FnMODE States-TPPI
F2 - Processing parameters
ST 1024
SF 500.1300000 MHz
WDW QSINE
ssB
LB 0 Hz
GB ]
PC 1.00
i : F1 - Processing parameters
: : s1
] . MC2 States-TPPI
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. » WDW QSINE
T I 10 ssB 2
LB 0 Hz
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Figure S28. NOESY spectrum of compound 3 (DMSO-d6, SO0MHz)
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Figure S29. CD spectrum of compound 3 (in MeOH)

Figure S30. GC-MS spectrum of compound 3
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Figure S31. HRESIMS spectrum of compound 4
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Figure S32. CD spectrum of compound 4 (in MeOH)
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Figure S33. 'H NMR spectrum of compound 4 (DMSO-ds, 500MHz)
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Figure S34. 1*C NMR spectrum of compound 4 (DMSO-ds, 125MHz)
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Figure S37. HMBC spectrum of compound 4 (DMSO-ds, S00MHz)
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Figure S38. NOESY spectrum of compound 4 (DMSO-ds, S00MHz)



Figure S39. GC-MS spectrum of compound 4
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Figure S40. HRESIMS spectrum of compound 5
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Figure S41. CD spectrum of compound 5 (in MeOH)
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Current Data Parameters

NAME B12-30%-1F2-1121
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20171121
Time 14.56
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930

D 65536
SOLVENT DMSO

NS 16

DS 2

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 100.46

DW 50.000 usec
DE 6.50 usec
TE 294.3 K
D1 1.00000000 sec
TDO 1

== CHANNEL f1l ===
500.1330885 MHz
1H

11.50 usec
13.50000000 W

F2 - Processing parameters
65536

SI
SF 500.1300031 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
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Figure S42. '"H NMR spectrum of compound 5 (DMSO-ds, S00MHz)
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EXPNO 2
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F2 - Acquisition Parameters
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Time 9.06
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 11430
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 50.71
DW 20.800 usec
DE 6.50 usec
TE 295.4 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 24
CHANNEL f1
100.6228293 MHz
13C
8.21 usec
96.00000000 W
HANNEL £2
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG [2 waltzlé
PCPD2 90.00 usec
PLW2 18.00000000 W
PLW12 0.21038000 W
PLW13 0.17041001 W
F2 - Processing parameters
SI 2768
SF 100.6127677 MHz
WDW EM
[SSB 0
LB 1.00 Hz
GB 0
T T T T T T T T T T T T T T T PC 1.40
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Figure S43. °C NMR spectrum of compound 5 (DMSO-ds, 125MHz)
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INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG deptspl35
TD 65536
SOLVENT DMSO
NS 512
Ds 4
SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010048 sec
RG 186.05
bW 16.800 usec
DE 6.50 usec
TE 294.9 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TDO 2
CHANNEL f1 =
125.7703638 MHz
13cC
10.00 usec
2000.00 usec
ow
70.00000000 W
Crp60comp. 4
0.500
0 Hz
10.69499969 W
NUC2
CPDPRG [2
P3 usec
P4 usec
PCPD2 80.00 usec
PLW2 13.50000000 W
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F2 - Processing parameters
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WDW EM
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Figure S44. DEPT135 spectrum of compound 5 (DMSO-ds, 125MHz)
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FIDRES 3.263912 Hz
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Gpz2 12.00 %
Gpz3 40.00 %
P16 1000.00 usec

F1 - Acquisition parameters
D 128

SFO1
FIDRES

500.133 MHz
104.445190 Hz
sw 13.365 ppm
FnMODE oF

F2 - Processing parameters
s1 1024
SF

WDW

ssB 0
LB 0
GB 0
PC 1.40

500.1299981 MHz
SINE

Hz

F1 - Processing parameters
1024
QF
500.1299968 MHz
SINE

0 Hz

Current Data Parameters
NAME B12-30%-1F2

o 5
PROCNO 1

PPM:: - rcquieseion soxaneeess

1121
4.26
spect
5 mm PABEO BB/
hsqeetap
24
Duso
1
10000.000 Bz
765625 K
0.0512000 sec
186.05
50.000 usec

- CHANNEL £1
500.1330883 MHz
1

11.50 usec
23000 usec

1
13.50000000 W

1.42859995 W

GRADIENT CHANNEL

GeNAM [1] SM8010.100
GENAM[2] SMSQ10.100

Gpz1 80.00 %
Gpz2 20010 %
P16 1000000 usec

- Acquisition parameters
256

125.7704 MEz
232.514877 B

236.637 ppm

Bcho-Antiecho

DRES
st
FMODE
F2 - Processing parameters
s1 24

500.1300000 MHz
QSINE

ssB H
L5 0 1z

s o

rC 1.40

F1 - Processing parameters
s1 1024
ez echo-antiecho
sF

1257577890 MHz
wow QSINE

0 Hz
o

Figure S46. HSQC spectrum of compound 5 (DMSO-ds, S00MHz)
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Figure S47. HMBC spectrum of compound 5 (DMSO-ds, S00MHz)
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Figure S48. NOESY spectrum of compound 5 (DMSO-ds, S00MHz)



