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H9c2 and human neuroblastoma SH-SY5Y cells against CoClz-induced damage.
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Figure S1. 1H NMR spectrum of felicarnezoline A (1)
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Figure S2. 3C NMR spectrum of felicarnezoline A (1)
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Figure S3. 1H-'H COSY spectrum of felicarnezoline A (1)
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Figure S4. HSQC spectrum of felicarnezoline A (1)
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Figure S5. HMBC spectrum of felicarnezoline A (1)
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Figure S6. ROESY spectrum of felicarnezoline A (1)
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Figure S7. 1H NMR spectrum of felicarnezoline B (2)
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s 1z
D3 2
SWH 9803.%22 Hz
FIDRES 0.598384 Hz
AQ 1.6711680 zec
RG 191.01
DW 51.000 usec
DE 6.50 usec
TE 303.0 K
D1 0 sec
TDO 1
SFO1 700.0041374 MHz
NUCL 1H
PO 2.33 usec
Pl 16.00 usec
PLWl 11.273%00028 W
F2 - Processing parameters
5T 32768
SE 700.0000175 MHz
WDW EM
35B o}
LB 0.10 Hz
GB 0
FC 4.00
I ! ! ! ! I ! ! ! ! I ! ! ! ! I ! ! ! ! I ! ! ! ! I ! ! ! ! T ! ! ! ! I ! ! ! I i ! i T
5.75 5.70 5.65 5.60 5.55 5.50 5.45 5.40 5.35 ppm

(=1

2

-



o7 o — Current Data Parameters

- r- o~ NEME CF-49

a0 L =

. s . EXPNO 1

I~ I~ ~ PROCHO 1
F2 - Requisition Parameters
Date_ 20211116
Time 13.3% h
INSTRUM spect
PROBHD 2134216_0006 (
PULPROG zg30
TD 32768
SOLVENT CDCL13
I 12
D2 2
SWH 9803.822 Hz
FIDRES 0.598384 Hz
AQ 1.6711680 szec
RG 191.01
DW 531.000 usec
CE 6.50 usec
TE 303.0 K
Ccl 0 sec
TDO 1
SE'CL 700.0041374 MHz
NUC1 1H
PO 5.33 usec
Pl 16.00 usec
PLW1 11.279%00028 W
F2 - Processing parameters
51 32768
SF 700.0000175 MHz
WDW EM
S5B 0
LB 0.10 H=z
GE 0
PC 4.00

| | T | | | | | | | | | | | |
7.90 7.85 7.80 7.75 7.70 7.65 7.60 7.55 7.50 7.45 7.40 7.35 7.30 7.25 ppm

T .

I~
«X
(=]

1.01



Figure S8. 3C NMR spectrum of felicarnezoline B (2)
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92.78
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76.82
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61.76

03384
T——13333

16.83
16.66

—19.02
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Current Data Parameters
NAME CF-49
EXPNO 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20211118

Time 1054 h
INSTRUM spect
PROBHD Z134216_0006 {

PULPROG 2gpg30
TD 768
SOLVENT MeQD
NS 6006

DS 4

SWH 42613.637 Hz
FIDRES 2.600930 Hz
AQ 0.3844779 sec
RG 191.01

DW 11.733 usec
DE 6.50 usec

TE 302.9K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 32

SFO1 176.0353837 MHz
NUC1 13C

PO 4.00 usec

P1 12.00 usec
PLW1 61.49700165 W
SFO2 700.0021000 MHz
NUC2 1H
CPDPRG[2 wallz16
PCPD2 65.00 usec
PLW2 11.27900028 W
PLW12 0.68339998 W
PLW13 0.34412000 W

F2 - Processing parameters

Sl 65536

SF 176.0144451 MHz
EM

SSB 0O
LB 2.00 Hz
0

PC 1.00

T
180

T
175

T
170

T
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T
160

T
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T
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T
146

T
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T
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T
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T
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T
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T
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T
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T
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Figure S9. DEPT-135 spectrum of felicarnezoline B (2)

Current Data Paramsters

WAME CF—49
EXPHNO 13
PROCNO 1

F2 - Acquisition Parameters
Date_ 20211117
Time 23.13 h
INSTRUM spect
PROBHD 2134216_0006
FPULEROG deptspl3b

TD 32768
BOLVENT MeOD

s 4096

Ds 2

SWH 29761.904 Hz
FIDRES 1.816522 Hz
AQ 0.5505024 sec
RG 191.01

D 16.800 usec
DE 6.50 usec
TE 302.9 K
CH2T2 145.0000000

Dl 2.00000000 =zec
D2 0.00344828 zec
Dl2 0.00002000 sec
TDO 32
sFol 17¢.0301003 MHzZ
Wucl 13cC

Bl 12.00 usec
P13 2000.00 usec
PLWO O W

PLW1 61.42700165 W
SPMNAMIS5] Cre8lcomp. 4
SPOALS 0.500
SPOFFSS5 0 Hz

SPW5 18.04100037 W
SFOZ2 700.0028000 MHZ
HUCc2 18
CPDPRG[2 waltzlé

B3 16.00 usec
B4 32.00 usec
BCPDZ 65.00 ussc
PLWZ2 11.279%00028 W
PLW12 0.68339998 W
F2 - Processing parameters
SI 65536

SF 17¢.0144462 MHzZ
WDW EM

S5B 0

LB 2.00 Hz
GB 0

PC 1.20
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Figure S10. 'H-'H COSY spectrum of felicarnezoline B (2)

Current Data Farameters

WWAME CF-4%
EXPNO 21
PROCHO 1
F2z - RAcquisition Parameters
Date_ 20211219
Time 11.46 h
A ppm IN3TRUM spect
PROBHD  Z134216_0006 (
L PULPROG cosygpaf
| D 2048
SOLVENT €pCls
I s 8
+ DS 16
~1.0 SWH 7530,121 Hz
| - FIDRES 7.353633 Hz
J%e] 0.1359872 sec
I RC 150.24
+ DW 66.400 usec
L DE 5.50 usec
TE 303.0 K
_1.5 Do 0.00000300 sec
_% I D1 2.00000000 sec
F D13 0.00000400 sac
L D16 0.00020000 zec
| Mo 0.00013230 sec
SPARSELI o
—3 ~2.0 TDav 1
F SFOL 700,0030347 MHz
— L NUCL 1H
PO 8.00 usec
I Pl 16.00 usec
r PLW1 11.27500028 W
{ m — 2 5 GPHAM[1] SMS010.100
L " GPZ1 10.00 %
| P16 1000.00 usec
I Fl - Acquisition paramsters
+ D 256
. | SFOL1 700.003 MHz
. 3.0 FIDRES 58.829067 Hz
i 5W 10.757 ppm
I FrMODE oF
L F2 - Processing paramsters
5T 2048
—3.5 5F 700.0000180 MHz
I WDW SINE
- 558 0
L LB 0 Hz
cB [
I 4.0 pC 4.00
. L " F1 - Processing parameters
2 | 5T 2048
+ Moz oF
i sF 700.0000180 MHz
F WDW SINE
. — 4 5 35B 0
" LB 0 Hz
cB [}
a e . I
5 L
- o
— 5.0
. L
_ = ¢ o — 5.5
L
a

5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 ppm



Figure S11. HSQC spectrum of felicarnezoline B (2)
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Gurrent Data Parameters

NAME GF-49

EXPNOC 22

PROCNO

F2 - Acquisition Parameters
e 20211219

Time 1425h

INSTRUM

speat
PROBHD Z134216_D00S
PULPROG _ hsqcgpph
2048

TD
SOLVENT CDClz
N8 32

16
7530121 Hz

WH
FIDRES 7353633 Hz
AQ 01359872 sec

RG 181.01
oW B86.400 usec
CE 6.50 usec
TE 3032 K
CNET2 145.0000000
Do 0.00000300 s&c
D1 200000000 s&c
D4 0.00172414 sec
D11 0.03000000 sec
D16 0.00020000 sec
INO 0.00001670 sec
SPARSELI [}
TDav 1
SFO1 700.0030347 MHz
NUG1 1H

16.00 usec
P2 32 00 uses
PLwW1 1127900028 W
SFO2 176.0301003 MHz
NUG2 13C
GPDPRG[2 garp4
P3 12.00 usec
P4 24.00 uses
PGPD2 55.00 usec

PLwW2 B1.49700165 W
PLW12 292750001 W
GPNAM[1] ~ SMSQ10.100
a

PZ1 50.00 %
GPNAM2]  SMSQ10.100
30.00%
GPNAMIZ]  SMSQ10.100
GPZ3 2010%
P1s 1000.00 usec

F1 - Acquisition parameters
T 128

SFO1 176.0301 MHz
FIDRES 467 814362 Hz
SW 170 085F£1pm
FnMODE TPPI

F2 - Processing parameters
=] 2048

SF 700.0000180 MHz
WDW QSINE
558 2

LB 0 Hz

GB o

PC 400

F1 - Processing paramsters
Sl 512

MC2 TRPI

SF 178.0151390 MHz
WOW SINE

SSB
LB 0Hz
EER

21



Figure S12. HMBC spectrum of felicarnezoline B (2)
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Current Data Parameters
NAME CF-49

EXPNC 24
PROGNO 1

F2 - Acquisition Parameters
Date_ 20211220
Time 128h

INSTRUM spect

PROBHD Z134216_0006 (

PULPROG  hmbegplpndgf
0

TD 4096
SOLVENT CcDCI3
=l

DS 16

SWH 7530.121 Hz
FIDRES 3.876817 Hz
AQ 02719744 sec
RG 18101

Dw 66400 usec
DE 6.50 usec
TE 3030 K

CNST2 145 0000000
CNST13 5.0000000

Do 0.00000300 sec
D1 2.00000000 sec
D2 0.003448286 sec
Ds 0,10000000 sec
D16 0.00020000 sec
IND 0.00001420 sec
SPARSELI 0
TDav

SFO1 7000030347 MHz
NUGH 1H

P1 18.00 usec

P2 32.00 usec
PLW1 1127900028 W
SFO2 176.0327435 MHz
NUC2 C

P3 12.00 usec
PLW2 6140700165 W
GPNAM[1] SMSQ10.100
GPZ1 50.00 %
GPNAM[2] SMSQ10.100
GPZ2 30.00 %
GPNAM[3] SMSQi0.100
GPZ3 4010 9%
P16 1000.00 usec

F1- Acguisition parameters
TD 122

SFO1 176.0327 MHz
FIDRES 577233887 Hz
SwW 200.027 ppm
FnMODE QF

F2 - Processing parameters

Ell 2048

SF 700.0000180 MHz
WDW SINE

S8B 3

LB 0 Hz

GB o

PG 400

F1 - Processing parameters
s 512

MGC2 QF
SF 176.0151390 MHz
WDW SINE

ssB 0
LB 0 Hz
GB o
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Figure S13. ROESY spectrum of felicarnezoline B (2)

. bl L

pprm

Current Data Parameters

NAME CF-49
EXPNO 23
PROCNO 1

F2 - Acquisition Parameters
Date_ 20211219
Time 17.25h
INSTRUM spect

PROBHD 7134216_00086 (
PULPROG roesyph.2

TD 2048
SOLVENT CDCI3
NS

DS 16

SWH 7530.121 Hz
FIDRES 7.353633 Hz
AQ 0.1359872 sec
RG 2.82

Dw 66.400 usec
DE 6.50 usec
TE 303.1 K

Do 000005221 sec
D1 2.00000000 sec
D12 0.00002000 sec
INO 0.00013280 sec
L4 649

P15 200000.00 usec
TDav 1

SFO1 700.0030347 MHz
NUC1

P1 16.00 usec
P25 154.00 usac

PLWA 11.27900028 W
PLW27 0.48699000 W

F1 - Acquisition parameters
TD 256

SFO1 700.0033 MHz
FIDRES 58.829067 Hz
SwW 10.757 ppm
FaMODE TPPI

F2 - Processing parameters
Sl

SF 700.0000180 MHz
WDwW SINE

55B 2

LB 0 Hz

GB 0

PC 4.00

F1 - Processing parameters
Sl 512

MC2 TPPI

SF 700.0002736 MHz
WDW SINE

SSB 2

LB 0Hz

GB 0
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Figure S14. 'TH NMR spectrum of felicarnezoline C (3)

cCoM™ DN o O WS oY ™ o @ [=] R T T BV I Current Data Paramsters
MM oy D O 00w ) =r o= L=l == o0 Nl A A A S S TAME, CE—=29
0 O 0% [~ [ [~ [~ [~ [~ [~ [~ i) ™ ™ ™ — L e B B B B B e R} EXPNO 30
NN V | N\ :
F2 — Acquisition Parameters
Date_ 20210822
Time 14.07
INSTRUM spect
PRCBHD & mm Dual 13C/
FULPROG zg30
TD 32768
SOLVENT CDC13
s 256
Ds Q
SWH 4789.272 Hz
EFIDRES 0.146157 Hz
RO 3.4209793 sec
RG 2298.8
DW 104.400 usec
DE .00 usec
TE 297.2 K
D1 0 sec
TDO 1

NuUCl 1H

Pl 7.50 usec
PL1 —4.00 4B
sEOl 300.1323110 MH=z
F2 — Processing parameters
SI 65536

SE 300.130011% MH=z
WDW EM

SSB Q

LB 0.30 Hz
GE 4]

PC 1.00

C-10

|
8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 ppm

Ly w o D b= o~ M=o | on]eN
~ o |@ i S ~ < |||
- - - - - — winlol|o
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—1l.26
— 1.24
—1.1%

—/ 1.17

—1.15
—1.12

Current Data Parameters

fa) -~

< 2 HAME CF-29

© = EXPNO 30

‘ | PROCHO 1
F2 - Acquisition Parameters
Date_ 20210922
Time 14.07
INSTRUM spect
PROBHD 5 mm Dual 13C/
PULPROG zg30
TD 32768
SOLVENT CDCLl3
NS 256
DS 0
SWH 4789.272 Hz
FIDRES 0.146157 Hz
AQ 3.4209793 sec
RG 2258.8
DW 104,400 usec
DE 6.00 usec
TE 297.2 K
D1 0 sec
TDO 1
======== (CHANNEL fl ========
NUC1 1H
Pl 7.50 usec
PL1 —4.00 dB
SFO1 300.,1323110 MHz
F'2 - Processing parameters
ST 65536
SE 300,1300119 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

5.92

| | | | |
1.05 1.00 0.95 0.90 0.85 ppm

o
@
©
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Current Data Parameters

—5.43
— 5.41

NAME, CF-29
EXPNO 3a
PROCHNC 1

P2 - Acquisition Parameters
Date_ 20210922

Time 14.07
INSTRUM spect
PROBHD 5 mm Dual 13C/
PULPROG zg30

TD 32768
SOLVENT CcDC13

NS 256

DS a

SWH 4789.272 Hz
FIDRES 0.146157 Hz
AQ 3.4209793 sec
RG 2298.8

DW 104,400 usec
DE 6,00 usec
TE 297.2 K

D1 0 sec

TDa 1
======== CHANNEL fl1 ========
NUC1 1H

Pl 7.50 usec
PL1 -4,00 dB
SEO1 300.,1323110 MHz
F2 - Processing parameters
51 65536

SE 300.1300119 MHz
WDW EM

5.9 5.8 5.7 5.6 5.5 5.4 5.3 5.2 5.1 5.0 49 ppm

1.59
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oo n oo o o w o A o
o @ © = oo o Current Data Parameters
fergpeciyes) [~ - r~ M~ -~ ™~ ~ NAME CF-29
EXPNO 30
PROCHNO 1
F2 - Acquiszition Parameters
Date_ 20210922
Time 14.07
INSTRUM spect
PROBHD 5 mm Dual 13C/
PULPROG zg 30
TD 32768
SOLVENT CDC13
NS 256
D& o]
SWH 4789.272 Hz
FIDRES 0.14¢157 Hz
AQ 3.4209793 sec
RG 2298.8
DwW 104,400 usec
DE 6,00 usec
TE 297.2 K
Dl 0 sec
TDO 1
======== CHANNEL fl ========
NUCL 1H
Fl 7.50 usec
PL1 -4.00 dB
SFOl 300.1323110 MH=z
F2 - Proccessing parameters
SI 65536
SF 300.130011% MH=z
WDW EM
SEB 0
LB 0.30 Hz
GB 0
PC 1.00

8.4 8.3 8.2 8.1 8.0 7.9 7.8 7.7 7.6 7.5 7.4 7.3 7.2 ppm
W

1.96
1.92
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Figure S15. 1H NMR spectrum of felicarnezoline D (4)
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Current Data Parameters

=

1.04

1.07

NAME CF-42

EXPHNC 1

PROCHNO 1

F2 - Acquisition Parameters

Date_ 20211113

Time 14.40 h

INSTRUM spect

PROBHD 2134216_0006 (

PULFPROG Zg 30

TD 32768

SOLVENT CDC13

NS 1

DS 2

SWH 9803.922 Hsz

FIDRES 0.5983284 Hz

AQ 1.6711680 sec

RG 135.81

DW 51.000 usec

DE 6.50 usec

TE 303.0 K

D1 0 sec

TDO 1

SFOl T00.0041374 MHz

NUCl 1H

FO 5.33 usec

Pl 16.00 usec

FLW1 11.27900028 W

F2 - Proceszing paramsters

ST 32768

SF T00.0000168 MH=z

WDW GM

358 o]

LB -3.00 H=z

GB 0.08

PC 3.00
o
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[Ep RS} [S 2 I ~ o O (M N o]
— O oD o N —~ o
NN — — o~ Sy Oy Y
- - - . . . . . . .
[ — R — N — O O ¢ Current Data Parameters
NAME CF-42
EXPHNO 1
PROCNO 1
F2 - RAcguigiticen Parameters
Date_ 20211113
Time 14.40 h
INSTRUM apect
PROBHD 2134216_0006 (
PULPROG zZg30
TD 32768
SOLVENT CDCl3
NS 1
DS pd
SWH 9803.922 Hz
FIDEES 0.598384 Hz
RO 1.6711680 gec
RG 135.81
DW 51.000 usec
DE 5.50 usec
TE 303.0 K
D1 0 mec
TDO 1
SFO1 F00.0041374 MH=z
NUCl 1H
PO 5.33 usec
Pl 16.00 usec
PLW1 11.27900028 W
F2Z - Processing parameters
51 32768
sF 700.0000168 MHz
WDW GM
T T T T T T T T T T T
1.20 0.95 ppm
o] = O [fe
@ o 0 0
o o 22 o™
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Oy &Y O O O~ = W) W o
O o w0y O OY GO~ D
e e seEe\IR QN I QN I QN
Current Data Parameters
LN O N ™ OO N Y NAME CF_42
NV N7 - |
PROCHO 1
F2 - Acguisiticn Parameters
Date 20211113
Time 14.40 h
INSTRUM spect
PROBHD 2134216_0006 (
PULPROG zg 30
TD 32768
SOLVENT CDC13
NS 1
D3 2
SWH G803.9%22 Hz
FIDRES 0.5983284 Hz
AOQ 1.6711680 sec
RG 135.81
oW 21.000 usec
DE 6.50 usec
TE 303.0 K
Dl 0 sec
TDO 1
SFCl F00.0041374 MHz
NUCL 1H
PO 2.33 usec
Fl 16.00 usec
PLW1 11.27500028 W
F2 - Processing parameters
sI 32768
SF 700.0000168 MHz
WDW GM
35B 0
1E -3.00 Hz
GB 0.08
PC 3.00
l I I I I I I l I I I I I I l I
2.85 2.80 2.75 2.70 2.65 2.60 2.55 2.50 2.45 2.40 2.35 2.30 2.25 2.20 215 ppm
= M~
< 2
™ -
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gg g: Current Data Parameters

- o NAME CF-42

. . EXPNO 1

L L PROCNO 1

| | FZ2 - Acquisition Parameters
Date_ 202111132
Time 14.40 h
INSTRUM spect
FROBHD 7134216_0008
PULEROG zg30
D 32768
SOLVENT ChC13
NS 1
DS Z
SWH 9803.922 Hz
FIDRES 0.598384 Hz
AQ 1.8711880 sec
RG 135.81
DW 51.000 usec
DE 6.50 usec
TR 303.0 K
D1 0 sec
TDO 1
SEFO1 700.0041374 MHzZ
NUCT 1H
EO 5.33 usec
=i 16.00 usec
FLW1 11.27900028 W
F2 - Processing parameters
ST 32768
SE 700.,0000188 MHz
WDW GM
S5B 0
LB -3.00 H=z
GB 0.08
BPC 3.00

| ' | ' | ' | ' | ' | ' | ' | ' | ' | ' |
5.48 5.46 5.44 5.42 5.40 5.38 5.36 5.34 5.32 5.30 ppm
(T R

(=
<
-




Current Data Parameters

> o NAME CF—42
™ ™ EXENO 1
o o PROCNO 1
‘ ‘ F2 - Acquisition Parameters
Date_ 20211113
Time 14.40 h
INSTRUM spect
PROBHD 72134216_0006 (
PULPROG zg30
TD 32768
SOLVENT CDC13
NS 1
DS 2
SWH 89803.822 Hz
FIDRES 0.598384 Hz
AQ 1.6711680 sec
RG 135.81
DW 51.000 usec
DE 6.50 usec
TE 303.0 K
D1 0 sec
TDO 1
SEol 700.,0041374 MH=z
NUC1 1H
PO 5.33 usec
= 16.00 usec
PLW1 11.279%00028 W
F2 - Processing parameters
ST 32768
SE 700.0000168 MHz
WDW GM
SSB 0
LB -3.00 Hz
GB 0.08
BPC 3.00
I I I I j I j I j I j I I I j I
6.48 6.46 6.44 6.42 6.40 6.38 6.36 6.34 6.32 6.30 ppm
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N o Gy oy oS o0 N
= o [eo 3N R RN T ] Y Q0 [y}
[~ r~ Mo mom [Q\IQN N
UL 0= === r = ™~ Current Data Parameters
NAME CF-42
EXPNO 1
PROCNOG 1
F2 - Beguisiticn Parameters
Date 20211113
Time 14.40 h
INSTRUM spect
PROBHD z134216_0006 |
PULPROG zg 30
TD 32768
SOLVENT CDC13
NS 1
D3 2
SWH 9803,922 Hz
FIDRES 0.598384 Hz
AQ 1.6711680 sec
R 135.81
DW 51.000 usec
DE 6.50 usec
TE 303.0 K
Dl 0 sec
TDO 1
SFol T00.0041374 MHz
NUCl 1H
PO 5.33 usec
Pl 16,00 usec
PLW1 11.27%00028 W
F2 - Processing parameters
5T 32768
SF T00.0000168 MHz
WDW GIM
S38B 0
LB -3.00 Hz
GB 0.08
PC 3.00
L T T 1T T T T T T T
7.80 7.75 7.70 7.65 7.60 7.55 7.50 7.45 7.40 7.35 7.30 7.25 pPpm
o \\‘m”’/jm r~
< «Q < «
- - - [=
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Figure S16. 'TH NMR spectrum of felicarnezoline E (5)
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1.035

1.007
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Current Data Parameters

NAME CF-17
EXPNO 30
PROCNMC 1

F2 - Aequisition Parameters
Date_ 20210811
Time 15.00 h
INSTRUM spect
PROBHD 2113652_0155
FPULFPROG zg30

TD GEBE36
SOLVENT CcDCl3

ws 12

Ds 2

2WH 9014.423 Hz
FIDRES 0.275098 Hz
AQ 3.6350634 zec
RG 113.65

D 55.467 usec
DE 6.50 usec
TE 303.1 K
Dl 0.50000000 sec
TDO 1
SFCol 500.1344011 MHz
HUCl 1H

PO 4.00 usec
Pl 12.00 usec
PLW1 15.84892998 W
F2 — Processling parameters
5T GEBE36

SF 500.1300221 MHZ
WDW EM

S5B 0

LB 0.10 Hz
GB [}

PC 0.01

7.5

1.35

1.44

1.56
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OO NN AN OO DA HOMOM OO A0SOy N 0wy [~ s Current Data Parameters
NH O oo oW nm oo oMt OO OwOoOmOEb TN A0S0 TS OO O NAME Cr-17
MMM NN NN oSt 00N O O O O OO EXPNO 30
. - . . . . . . . . - . . . - . - . . - . . . - . . - . . . - . . - . . . - . - - . - - . - - .PROCNO l
ol AA A A A A A A A A A A A A A A A A A A A A A A A A A A A A A A A A A O
F2 - Acqguizition Parameters
== Date_ 20210811
Time 15.00 h
INSTRUM spect
PROBHD 2113652_0155 |
PULPROG 230
TD 65536
SOLVENT CDC13
N 19
D 2
SWH 9014.423 Hz
FIDRES 0.275098 Hz
AQ 3.6350634 sec
RG 11%.65
oW 55.467 usec
DE 6.50 usec
TE 303.1 K
D1l 0.50000000 sec
TDO 1
sFol 500.1344011 MHz
NUC1 1H
PO 4.00 usec
Fl 12.00 usec
PLW1 15.84895%598 W
F2 - Processing parameters
sI 65536
SE 500,1300221 MH=z
WDW EM
23B 0
1B 0.10 Hz
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Figure S17. 1H NMR spectrum of oxyrapentin M (6)
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Figure S18. 3C NMR spectrum of oxyrapentin M (6)
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Figure S19. DEPT-135 spectrum of oxyrapentin M (6)
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EXPHNO 3135
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F2 - Rcqguisition Farameters
Date_ 20210929

Tirme 10.10 h
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Ds 2

SWH 22727.273 Hz
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AQ 1.4417920 sec
R 196.84

oW 22.000 usec
CE £.50 usec
TE 302,2 K
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D1 2.,00000000 zsec
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NUC1 1z2C
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P13 2000.00 usec
ELWO 0w

PLWL 79.,43299866 W
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HUC2 1H
CPODFRG[2 waltzlé

P3 12.00 usec
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ECPDZ2 B0.00 usec
PLWZ2 15,84899993 W
BLW1Z 0.35653999 W
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2T 65536
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WoW EM

8B 0

LB 1.00 Hz
=B o

PC 1.40
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Figure S20. 'H-'H COSY spectrum of oxyrapentin M (6)
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Current Data Parameters
NAME CF-24

EXPNO 21
PROCNO 1

F2 - Acquisition Parameters
Date 202109

Time 1050 h
INSTRUM spect
PROBHD Z113852_0155 {

PULPROG cosygpqf
TD 48
SOLVENT CDCI3
NS 16

Ds 18

SWH 2663.352 Hz
FIDRES 2600930 Hz
AQ 023844779 sec
RG 157.56

DW 187.733 usec
DE 6.50 usec
TE 303.2 K

DO 0.00000300 sec
D1 200000000 sec
D13 0.00000400 sec
D16 0.00020000 sec
INO 000037540 sec
SPARSELI 2}
TDav 1

SFCO1 500.1316137 MHz
NUC1 1H

PO 6.00 usec

P1 12.00 usec

PLW1 165.84899998 W
GPNAM[1] SMSQ10.100
GPZ1 10.00 %
P16 100000 usec

F1 - Acquisition parameters
TD 256

SFO1 500.1324 MHz
FIDRES 20811134 Hz
SW 52326 ppm
FnMODE QF

F2 - Processing parameters
Sl

SF 500.1300221 MHz
WDW SINE

SSB (4]

LB 0 Hz

GB

0
PC 2.00

F1 - Processing paramesters
2048

Sl

MC2 QF

SF 500.1307593 MHz
WDW SINE

5SB (8]

LB 0 Hz

GB 0
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Figure S21. HSQC spectrum of oxyrapentin M (6)

Currert Data Parameters
NAKE CF-2

EXPNO 22
FPROCNQ 1

F2 - Acquisition Parameters
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ﬂ. l _.M__J M ] M ..j.LA__J A WS Tk
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D
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Ds 16
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FIDRES 2600930 Hz
AQ 0.3544779 sec
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TE
CNST2 1450000000
CNST17  -0.5000000
15 Do 0.00000500 sec
01 2.00000000 sec
D4 0.00172414 sec
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r ] T {1} D24 0.00089000 sec
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LI ] q SPARSELI 0

Dav
o5 SFO! 5001316137 MHz

NUCH 1H
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24.00 usec
1000.00 usee
15.84899988 W
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NuCcz2 15C
CPDPRG[2 bi_pSmeasp_4sp.2
1 US&c
500.00 usac
2000.00 usec
1500.00 usec

w
79.43200865 W
226789997 W
SPNAM[3] Crp60,0.5,20.1
] 0500

SPOFFS3 0 Hz
SPWs  17.12800071 W
SPNAM[7] Crps0comp.4
SPOA 0.500
SPOFFS? 0 Hz
Wy 1712699971 W
SPNAM[14 Crp32,1.5,20.2
SPOAL14 00
SPOFFS14 0 Hz
SPW14  7.30850002 W
SPNAM[31 Crpa2,1.5,20.2
500

o SPOALS1

182710004 W
GPNAM[1] SMSQ10.100
GPZ1

80.00 %
GPNAM[Z] SHIST10.100

20.10 %
GPNAM[3] SHMSQT0.100
GPZ3 11

00 %
85 GPNAM[4]  SMSQ10.100
GP24 -5.00
L] P18 1000.00 usec
‘ ‘ Pig E00.00 usec

7o F1- Acquisition paramsters
i) 128

SFO1 125.7641 MHz
9 FIDAES 125203076 Hz
75

-
la
-8
[=] @ 8 15 [=]
o P3P DTDOZETDTT
% 2RIRIRQELIRT
g 3x0rr 060%
on Ino BZ
in 5
b
2
I
b

SW 99.892 ppm
FrMODE  Echo-Antiecho

F2 - Processing parameters

si
80 SF 5001300202 MHz
WDW QSINE
SSB 2
LB oHz
GB 0
85 PC 2.00
F1 - Processing parameters
s 512
90 MC2  echo-antischo
SF. 12575779508 MHz
WoW
SSE 2
LB oHz
GB 0

55 5.0 45 4.0 35 3.0 25 2.0 15 1.0 ppm



Figure S22. HMBC spectrum of oxyrapentin M (6)

Current Data Parameters
NAME GF-24
n . A , i m 12 ( EXPNO 25
| PROGNO 1
Ppm
F2 - Acquisition Parameters
Date_ 20211014
Time 18.52h
5 INSTRUM spect
PROBHD Z7113652_0155
PULPROG hmbcgplpndgt
TD 4098
10 SOLVENT COCI3
NS 256
D3 5]
SwH 2663.352 Hz
15 FIDRES 1.300485 Hz
AQ 0.76898557 sBc
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20 DE 6.50 usec
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25 CNST13 5.0000000
B hJ Do 0.00000300 sBc
D1 200000000 sec
D2 0.00344828 sec
0 Ds 010000000 sec
D1s 0.00020000 sec
L) : INo 0.00001660 sec
SPARSELI
35 TDav
SFO1 500.1316137 MHz
. [} NUCH TH
P1 12.00 usec
40 P2 24.00 usec
PLW1 1584890998 W
SFO2 125.7728799 MHz
NUC2 C
45 P3 11.86 usec
PLW?2 7943299868 W
GPNAM[1]  SMSQ10.100
50 GPZ1 50.00 %
GPNAM[Z] SMSQ10.100
GPZ2 30.00 %
GPNAM[3] SMSQ10.100
55 GPZ3 40.10 %
P16 1000.00 usec
. ' ! - bl F1 - Acquisition parameters
0 T Y
SFO1 1257729 MHz
' FIDRES 753.012024 Hz
" . " [T} SW 239 483 ppm
65 FnMODE aF
L] [ ] ] F2 - Processing parameters
70 Sl 2045
- SF 500.1300222 MHz
'] ' WDW QSINE
' w ‘ l ) 3
LB 0Hz
L 75 GB o
. PC 2.00
80 F1 - Processing parameters
sl 512
fl MGC2 QF
a SF 125.7577890 MHz
4 L 85 WDW SINE
58B )
LB 0Hz
GB o}
20
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Figure S23. ROESY spectrum of oxyrapentin M (6)
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NAME CF-24

EXPNO 23
PROCNO 1

F2 - Acquisition Parameters
Date_ 20210929
Time 21.26h
INSTRUM spect
PROEBHD Z113652_0155 ¢
PULPROG roesyph.2
TD 2048
SOLVENT CDCI3
NS 48

Ds 16

SWH 2663.352 Hz
FIDRES 2.600930 Hz
AQ 0.3844779 sec
RG 4.19

DwW 187.733 usec
DE 6.50 usec

TE 3032 K

Do 0.00017608 sec
D1 2.00000000 sec
D12 0.00002000 sec
INO 0.00037540 sec
L4 625

P15 270000.00 usec
TDav 1

SFO1 500.1316137 MHz
NUC1

P1 12.00 usec
P25 216.00 usec
PLW1 15.84899998 W
PLW27 0.19566999 W
F1 - Acquisition parameters
TD 256

SFO1 500.1324 MHz
FIDRES 20.811134 Hz
SW 5.326 ppm
FnMODE TPPI

F2 - Processing parameters
1

SF
WDW
SSB

2048
500.1300221 MHz

SINE
2

LB 0 Hz

GB o]

PC

2.00

F1 - Processing parameters
Sl

MC2
SF
WDwW

SSB

J
TPPI
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LB 0 Hz

GB o
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Figure S24. '"H NMR spectrum of oxyrapentin B (7)
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NAME CEF-26
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F2Z - Rcguisition Parameters
Date_ 20210921
Time 14.59%
INSTRUM spect
PROBHD 5 mm Dual 13C/
FPULPROG zg 30

TD 32768
SOLVENT CDC13

NS 64

Ds s]

SWH 4789.272 Hz
FIDRES 0.146157 Hz
AQ 3.4208793 sec
RG 574.7

DW 104.400 usec
DE 6.00 usec
TE 297.2 K
Dl

TDO 1
======== CHANNEL fl ========
NuUCl 10

Pl 7.50 usec
PL1 —-4.00 dB
SFol 300.1323110 MH=
F2 - Processing parameters
51 65536

SE 300.1300107 MH=z
WD EM

S55B

LB 0.30 Hz
GEB

PC 1.00
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SWH 4789,272 Hz
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RG 574.7
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DE 6.00 usec
TE 297.2 K
D1 0 sec
TDO 1
=== CHANMNEL f1 ==
1H
P1 7.50 usec
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F'2 - Processing parameters
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Figure $25. 'TH NMR spectrum of cinereain (8)
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Current Data Parameters
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F2 - Rcquisition Parameters
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Time 20.27
INSTRUM spect
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TD 32768
SOLVENT CDC13
NS 62
DS 9]
SWH 4789.272 Hz
FIDRES 0.146157 Hz
AQ 3.4209793 sec
RG 1149.4
DW 104.400 usec
DE 5.00 uzec
TE 297.2 K
D1 0 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
Pl 7.50 usec
PL1 -4.,00 dB
SFOl 300.1323110 MH=
F2 - Processing parameters
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SF 300.1300124 MH=z
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TD 32768
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Ds o]

SWH 478%.272 Hz

FIDRES 0.146157 Hz

AQ 3.4209793 sec
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DW 104.400 us=c
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TE 297.2 K

D1 0 sec

TDO 1
==== CHANNEL fl ==
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Pl 7.50 usec

PL1 —-4.00 dB
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F2 — Processing paramsters
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Figure 526. 'TH NMR spectrum of carneamide A (9)
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Figure S27. 'TH NMR spectrum of aspergillicine A (10)
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Figure S28.1'H-'H COSY spectrum of aspergillicine A (10)
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Figure S29. HSQC spectrum of aspergillicine A (10)
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Figure S30. HMBC spectrum of aspergillicine A (10)
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Figure S31. 'H NMR spectrum of isaridine E (11)
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Figure S32. 3C NMR spectrum of isaridine E (11)
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Figure S33. DEPT-135 spectrum of isaridine E (11)
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Figure S34. 'H-'H COSY spectrum of isaridine E (11)
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Figure S35. HSQC spectrum of isaridine E (11)
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Figure S36. HMBC spectrum of isaridine E (11)
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Figure S37. NOESY spectrum of isaridine E (11)
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Figure S38. HPLC profile of L-FDAA -derivatives of felicarnezoline A (1) hydrolysate

l VWD1 A, Wavelength=340 nm (ELENA\LV-10004.D)
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Figure $39. HPLC profile of L-FDAA -derivatives of felicarnezoline A (1) HP+L-Val

[ VWD1 A, Wavelength=340 nm (ELENAILV-10009.D)
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Figure $40. HPLC profile of L-FDAA -derivatives of felicarnezoline A (1) HP+D,L-Val

l VWD1 A, Wavelength=340 nm (ELENAIWLV-10005.D)
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Figure S41. HPLC profiles of L-FDAA -derivatives of L-Val (a), L-FDAA -derivatives of D,L-Val (b),
L-FDAA -derivatives of felicarnezoline A (1) HP (¢), felicarnezoline A (1) HP+D,L-Val (d) and
felicarnezoline A (1) HP+L-Val (f)
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Figure S42. HPLC profile of L-FDAA-derivatives of felicarnezoline B (2) HP
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Figure S43. HPLC profile of L-FDAA -derivatives of felicarnezoline B (2) HP+L-Val
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Figure S44. HPLC profile of L-FDAA -derivatives of felicarnezoline B (2) HP+D,L-Val

VWD1 A, Wavelength=340 nm (ELENA\MARFEYDS5.D)
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Figure S45. HPLC profiles of L-FDAA -derivatives of L-Val (a), L-FDAA -derivatives of D,L-Val (b),
L-FDAA -derivatives of felicarnezoline B (2) HP (c), felicarnezoline B (2) HP+D,L-Val (d) and
felicarnezoline B HP+L-Val (f)
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Figure S46. HPLC profile of L-FDAA -derivatives of felicarnezoline C (3) HP
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Figure S47. HPLC profile of L-FDAA -derivatives of felicarnezoline C (3) HP +L-Val
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Figure S48. HPLC profile of L-FDAA -derivatives of felicarnezoline C (3) HP D,L-Val
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Figure S49. HPLC profiles of L-FDAA -derivatives of L-Val (a), L-FDAA -derivatives of D,L-Val (b),
L-FDAA -derivatives of felicarnezoline C (3) HP (c), felicarnezoline C (3) HP+D,L-Val (d) and
felicarnezoline C (3) HP+L-Val (f)
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Figure S50. HPLC profile of L-FDAA -derivatives of felicarnezoline D (4) HP
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Figure S51. HPLC profile of L-FDAA -derivatives of felicarnezoline D (4) HP +L-Val
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Figure S52. HPLC profile of L-FDAA -derivatives of felicarnezoline D (4) HP D,L-Val
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Figure S53. HPLC profiles of L-FDAA -derivatives of L-Val (a), L-FDAA -derivatives of D,L-Val (b),
L-FDAA -derivatives of felicarnezoline D (4) HP (¢c), felicarnezoline D (4) HP+D,L-Val (d) and
felicarnezoline D (4) HP+L-Val (f)
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Figure S54. HPLC profile of L-FDAA -derivatives of felicarnezoline E (5) HP
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Figure S55. HPLC profile of L-FDAA -derivatives of felicarnezoline E (5) HP +L-Val
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Figure S56. HPLC profile of L-FDAA -derivatives of felicarnezoline E (5) HP D,L-Val
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Figure S57. HPLC profiles of L-FDAA -derivatives of L-Val (a), L-FDAA -derivatives of D,L-Val (b),
L-FDAA -derivatives of felicarnezoline E (5) HP (¢), felicarnezoline E (5) HP +D,L-Val (d) and
felicarnezoline E (5) HP+L-Val (f)
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Figure S58. MS spectrum of felicarnezoline A (1)
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Figure S60. MS spectrum of felicarnezoline D (4)
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CF-42(-).d: -MSZ{326.1510), 50.0eV, 1.8-2.1min #102-117
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Figure S61. MS spectrum of oxyrapentin M (6)
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Figure S62. CD spectrum of felicarnezoline A (1)
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Figure S63. UV spectrum of felicarnezoline A (1)
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Figure S64. CD spectrum of felicarnezoline B (2)
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Figure S65. UV spectrum of felicarnezoline B (2)
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Figure S66. CD spectrum of felicarnezoline D (4)
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Figure S67. UV spectrum of felicarnezoline D (4)
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Figure S68. CD spectrum of oxyrapentin M (6)
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Figure S69. UV spectrum of oxyrapentin M (6)
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Table S1. 'H NMR data for carnequinazoline A [1] and felicarnezoline C (3).

Carnequinazoline A ?

Felicarnezoline C (3) ®

Position on, mult, [ in Hz on, mult, [ in Hz
1 - -

2 (NH) 7.55,s 8.00, brs
3 - -
4 - -
5 - -
6 - -
7 7.70, d (8.12) 7.70, brs
8 7.77,t(7.7) 7.82,t(7.6)
9 7.48, t (7.5) 7.54, t (7.5)
10 8.28, dd (8.0, 1.0) 8.29,dd (7.9,1.2)
11 - -
12 - -
13 - -
14 5.46,d (5.4) 5.42,d (5.5)
15 2.28, m 2.28, m
16 0.97,d (6.7) 0.98, d (6.8)
17 1.14,d (6.7) 1.14, d (6.8)
18 6.44, d (10.0) 6.75,d (9.5)
19 2.61, m 2.66, m
20 1.20, d (6.7) 1.25, d (6.5)
21 1.17,d (6.7) 1.18, d (6.6)

a chemical shifts

in CDCls at

b chemical shifts were measured in CDCls at 300.13 MHz.

Carnequinazoline A

Felicarnezoline C

MHz.

1. Zhuravleva, O.L; Afiyatullov, S.S.; Denisenko, V.A.; Ermakova, S.P.; Slinkina, N.N.; Dmitrenok, P.S.; Kim,

N.Y. Secondary metabolites from a marine-derived fungus Aspergillus carneus Blochwitz. Phytochemistry

2012, 80, 123-131.
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Table S2. 'H and ®C NMR data (CDCls, 700 MHz) for carnequinazoline B [1] and

felicarnezoline D (4).

carnequinazoline B

felicarnezoline D (4)

Position on, mult, [ in Hz on, mult, [ in Hz
1 - -

2 (NH) 8.29 s 8.48, brs
3 - -
4 - -
5 - -
6 - -
7 - -
8 7.29,dd (7.9, 1.3) 7.29,d (7.8)
9 7.37,t(7.9) 7.37,t(7.9)
10 7.75,dd (7.9, 1.2) 7.74, brd (8.0)
11 - -
12 - -
13 - -
14 5.41,d (5.4) 5.40, brd (5.4)
15 2.28, m 2.28, m
16 0.97,d (7.0) 0.97,d (6.5)
17 1.14, d (7.0) 1.13, d (6.6)
18 6.37, d (10.0) 6.39, d (10.0)
19 2.70, m 2.74, m
20 1.21, d (6.7) 1.21, d (6.7)
21 1.17,d (6.7) 1.16, d (6.6)

Carnequinazoline B

Felicarnezoline D

1. Zhuravleva, O.L; Afiyatullov, S.S.; Denisenko, V.A.; Ermakova, S.P.; Slinkina, N.N.; Dmitrenok, P.S.; Kim,

N.Y. Secondary metabolites from a marine-derived fungus Aspergillus carneus Blochwitz. Phytochemistry

2012, 80, 123-131.
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Table S3. 'H and C NMR data (CDCls, 500 MHz) for dihydrocinereain [1] and

compound felicarnezoline E (5).

L Dihydrocinereain Felicarnezoline E (5)
Position . .
on, mult, [ in Hz on, mult, [ in Hz
1 - -
2 (NH) 4.55,dd (9.9, 3.3) 4.55, dd (10.0, 3.3)
3 - -
4 - -
5 - -
6 - -
7 - -
8 6.06, d (5.6) 6.07, d (5.6)
9 5.62,t(5.6) 5.62,t(5.6)
10 6.15, dd (11.1, 5.6) 6.16, dd (11.1, 5.7)
11 6.73,d (11.1) 6.73,d (11.1)
12 - -
13 - -
14 - -
15 5.17,d (6.4) 5.17,d (7.0)
16 2.28, m 227, m
17 1.09,d (7.0) 1.10, d (6.7)
18 1.11, d (7.0) 1.11, d (6.8)
19 1.69, m 1.69, dd (14.3, 9.9, 4.1)
2.29, m 2.30, m
20 1.76, m 1.78, m
21 1.04, d (6.5) 1.04, d (6.5)
22 1.00, d (6.5) 1.00, d (6.6)
-0 [S0)
8 6| i NH
=1 = W’ (0]

Dihydrocinereain

1. Zhuravleva, O.1; Afiyatullov, S.S.; Yurchenko, E.A.; Denisenko, V.A.; Kirichuk, N.N.; Dmitrenok, P.S.
New Metabolites from the Algal Associated Marine-derived Fungus Aspergillus carneus. Natural Product

Communications 2013, 8, 1071-1074.

Felicarnezoline E (5)
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