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S1. *H NMR spectrum of nicaeenin A (1)
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S33. HSQC spectrum of nicaeenin E (6)
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S34. HMBC spectrum of nicaeenin E (6)
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S35. NOESY spectrum of nicaeenin E (6)

1t Data Parame

States-TPPI

F2 - Processing parameters
ST 1024

SF 500.2600126 MHz
WDW QSINE

LB 0 Hz

GB 0

BC 1.00

Fl - Processing parameters

MHz
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S36. NOESY spectrum of nicaeenin E (6) (expanded)
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Crr yolrer 5 ' 1 ' oy n Current Data Parameters
NN A AR TIANE e
1
1
F2 Acquisition Parameters
Date_ 201508604
Time 15.20
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30
™
SOLVENT
NS
DS
SWH
FIDRES
2O
RG
bw
DE
TE
D1
TDO
======== CHANNEL fl ==
SFO1 500.2624523
HUC1 1H
Pl 9.35 usec
PLW1 27.3799%916 W
F2 - Processing parameters
SI 32768
SF 500.2600121 MHz
WDW EM
SSB 0
LB 0.20 Hz
GB 0
PC 1.00

‘L_l___J_A_J.Juu—__JLAﬂJU‘ A A J

90 85 80 75 70 65 60 55 50 45 40 35 3.0 25 20 15 ppm

S37. *H NMR spectrum of nicaeenin F (7)
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0 "W e o ® ™ = = w0 M0 © - Current Data Parameters
2 2333 3 o oo 3 5 8 59 o o NAME exp345
- o —~ - o~ — — — — o ~ EXPNO 13
" I |
F2 - Acquisition Parameters
Date_ 20150612
Time 10.12
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
TD 32768
SOLVENT CDC13
NS 8937
DS 4
SWH 29761.904 Hz
FIDRES 0.908261 Hz
AQ 0.5505024 sec
RG 912
DW 16.800 usec
J l J‘ l n l DE ZgéSS usec
" AT VP b WPk " A s " ke A et s TE : K
Sebnn il el e s s sorarpar s bt A Aol B ool i 1 | 2.00000000 sec
T T I I T T I T T T ?éé 0.0BOOUOO? sec
170 160 150 140 130 120 110 100 90 ppm
======== CHANNEL fl ========
SFOL 125.8043140 MH=z
NUC1 13C
P1 11.50 usec
PLW1 32.22800064 W
o ™ - 3 [ f=al o~ — =] (=2} ™~ O o ™
- @ o o w o s @ o © AHo oo = ======== CHANNEL f2 ========
- w [Eplute] = = =t ™ 3¢ o~ [ B A B B — SFOZ 500.2623192 MHZ
ol | N N1 i
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLW2 20.77000046 W
PLW12 0.39267001 W
PLW13 0.2513099% W
F2 - Processing parameters
ST 32768
SF 125.7904792 MHz
WDW EM
SSB Q
LB 1.50 Hz
GB Q
PC 1.40
I 1 1 | 1 1 1 I 1 1 I 1
70 65 60 55 50 45 40 35 30 25 20 ppm

$38. 13C NMR spectrum of nicaeenin F (7)
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S39. COSY spectrum of nicaeenin F (7)
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S40. HSQC spectrum of nicaeenin F (7)

Current Data Parameters

NAME exp3d45
EXPNO 3
FROCNO 1

F2 = Acquisition Parameters
Date_ 0150611

Time 15.42
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG hsgcetgpsi2

TD 1024
SOLVENT CcDC13

NS 64

DS 16

SWH 5252.101 Hz
FIDRES 5.129005 Hz
nQ 0.0975348 sec
RG 2050

DW 95.200 usec
DE .50 usec
TE 2%8.0 K
CNST2 145.0000000

oo 0.00000300 sec
Dl 2.00000000 sec
D4 0.00172414 sec
D11 0.03000000 sec
Dlé 0.00020000 sec
D24 0.00086207 sec
INO 0.00002210 sec
ZGOPTNS

===s==== CHANNEL f] =s=sss==
SFO1 500.2623192 MHz
NUC1 1H

Pl 9.35 usec
P2 18.70 usec
P28 1000.00 usec
Fl - Acquisition parameters
NDO

TD 128

SFO1 125.8005 MHz
FIDRES 176.753387 Hz
SW 179.844 ppm
FnMODE Echo-Antiecho

F2 - Processing parameters
51

SF 500.2600078 MHz
WDW QSINE

S5B 2

LB 0.00 Hz
GB 0

BEC 1.40

Fl = Processing parameters
51

MC2 echo-antiecho

SF

WDW QSINE

S5B
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S41. HMBC spectrum of nicaeenin F (7)
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ppm

Current Data Parameters

NAME expids
EXFNO a
EROCNO 1

F2 - Acquisition Parameters
Date 20150611
3 20.32
spect
5 mm BEO BE-1H
hebeqplpndgf
1024

cocl3

&4

16

5252.101
5.123005 Hz

0.0975348 gec

95.200 usec
£.50 usec

298.0
145.0000000
B.0000000
0.00000300 sec
1.50000000 sec
0.00344828 zec
0.06250000 sec
0.00020000 sec
0.00001E60 sec

CHANNEL f1
SFOI 500.2623192 M
NUC1
1 3.35 usee
B2 18.70 usec
F1 - hcquisition parameters
NDO 2
™ 256
sFo1 125.8043 MHz
FIDRES 117.658134 H2
W 239.423 ppm
FnMODE QF

FZ - Processing parameters
3 ¢ 2

sSF 500.2600115 MHz
WDW QSINE
ssB []

LB 0.00 Hz
GB

BC 1.40

F1 - Processing parameters
sI 1024
MC2 oF

SF 125_.7904624 Miz
WDW SINE
ssB

LB 0.00 Hz
GB ]
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S42. NOESY spectrum of nicaeenin F (7)
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S43. NOESY spectrum of nicaeenin F (7) (expanded)

¢ HfSO0AC a0
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Current Data Parameters
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LJ___,JV\J”WLJ

S44. *H NMR spectrum of nicaeenin G (8)

NAME EG-11-27-12-3
EXPNO 1
PROCNQ 1

FZ - Acguisition Parameters
Date_ 150703
Time

INSTRUM

PROBHD 3

PULPROG
TD
SOLVENT
Ws

Ds

SWH

FIDRES 0.229111 Hz
AQ 2.1823487 sec
RG 406

bW 66,600 usec
DE 6.50 usec
TE 298.0 K
D1 1.50000000 sec
TDO 1
———————— CHANNEL fl ========
SFO1 500.2635018 MHz
NUC1 1H

Pl 9.95 usec
PLW1 27.379959916 W
F2 - Processing parameters
SI 32768

5F 500.2600138 MHz
WDW EM

SSB 0

LB 0.40 Hz
GB 0

PC 1.00
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. 'H NMR spectrum of nicaeenin G (8) (expanded)

49



S46.°C NMR spectrum of nicaeenin G (8)

w M~ @ (=] < o~ o] W o~ oo m o™
- aa Ao o ” o v - ~ o . = h = Current Data Parameters
o SLes 8 RGN S - 58 MNAE EG-11-27-12-3
EXPNC 13
N I A T . [l R :
FZ - Acguisition Parameters
Date_ 20160612
Time 21.10 h
INSTRUM spect
PROBHD 78007_0118 (PH
PULPROG zgpg30
D 32768
SOLVENT CDC13
NS 100000
DS 4
SWH 29761.904 Hz
FIDRES 1.816522 Hz
AQ 0.5505024 sec
RG 203
DW 16.800 usec
DE 6.50 usec
TE 298.0 K
1 2.00000000 sec
w 11 0.03000000 sec
Do 1
FO1 125.8043140 MH=z
I I I I I I I I I I I I I I NUC1 13C
210 200 190 180 170 160 150 140 130 120 110 100 90 ppme1l 11.50 usec
L e o o ho oo o @ o conon e PLIVL 32.22000122 W
MR @ a S @ < o 28 SSama “ R 2002625013 Mtz
~ © 0 - @M m ™ NN ™ NN — o NUC2 1H
CPDPRG[2 waltzlé
\ | . L VA ] e
PLW2 27.00000000 W
PLW12 0.42188001 W
PLWL13 0.21220000 W
F2 - Processing parameters
SI 32768
SF 125.7904855 MHz
WDW EM
SSB o]
LB 5.00 Hz
GB o]
BC 1.40
—— — L B o B e T B e B o e B B A
70 65 60 55 50 45 40 35 30 25 20 15 ppm
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S47. COSY spectrum of nicaeenin G (8)
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S48. HSQC spectrum of nicaeenin G (8)
52



L L U N D DA I
95 90 85 80 75 7.0 65 6.0 55 50 45 40 35 3.0 25 2.0 15 1.0

S49. HMBC spectrum of nicaeenin G (8)
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S50. HMBC spectrum of nicaeenin G (8) (expanded)
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