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Figure S1. '"H NMR spectrum of compound 1 in CDsOD (at 303 K)
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Figure 52. HSQCDEPT NMR spectrum of compound 1 in CDsOD (at 303 K)
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Figure S3. HMBC NMR spectrum of compound 1 in CDsOD
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Figure S6. NOESY NMR spectrum of compound 1 in CDsOD
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Figure S11. HMBC NMR spectrum of compound 2 in CDCls
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Figure 513. COSY NMR spectrum of compound 2 in CDCls
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Figure S17. CD spectrum of compound 2 in methanol (c= 1 mg/mL)

3524
2935
2117—
1981 —

000 00 3700 00 e 300 IWO 300 IO W00 20 W0 U0 200 20 2400 2300 200 W 200 19 1B

Figure S18. IR spectrum of compound 2

11



SC 130-1-1_Proton.esp 3
= :i /—~o
3 o
1.0-5 = x>
= ) H
3 [}
093 H,CO = iy
= @D +OH
= © H4CO g .
OS—E T CH; o
83 Y
E > H3CO
0.7 3 CHLOROFORM-d o HCO  hc CHy
z 3 ﬁ,\
g 063 R -
£ 3 5 ®
8 054
N 3
s 3
£ E
5 043
z E
033 s
E 29 8
23 7 |888sy
3 WY Ry
0.1 b @'T
0 3 i = L ———
1.05 1.05 1.06 1.03 1.01 1.05 316 3.08 3.14 314 1.00 1.00 1.07 3.25 3.46 3.18 3.11
R S " | S O ™ O = I

9 8 7 6 5 4 3 2 1 0
Chemical Shift (ppm)
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Figure 520. HMBC NMR spectrum of compound 3 in CDCls
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Figure 521. HSQC NMR spectrum of compound 3 in CDCls
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Figure 530. HSQC NMR spectrum of compound 4 in CDsOD
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Figure 540. COSY NMR spectrum of compound 5 in CD:OD
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Figure S41. NOESY NMR spectrum of compound 5 in CDsOD
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Figure S42. HPLC-DAD chromatogram of compound 5
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Figure S51. COSY NMR spectrum of epigomisin O in CDCls
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Figure S52. NOESY NMR spectrum of epigomisin O in CDCls
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Figure S57. 'TH NMR spectrum of arisantetralone C in CDCls
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Figure 558. HMBC NMR spectrum of arisantetralone C in CDCls

31



dn

; -
@

- 50

100

F1 Chemical Shift (ppm)

- 150

IlIllll[lIIIIIIIIIIIIIIHII'IIIIIIIII]IlIIIIlll[llIIIIIIIIIIIIIIIIIIIIIIIllll|llIIIIIII'IIII|llIl]IllI[llll|llll]llIl

8 7 6 5 4 3 2 1 0 -1
F2 Chemical Shift (ppm)

Figure 559. HSQC NMR spectrum of arisantetralone C in CDCls
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Figure 560. COSY NMR spectrum of arisantetralone C in CDCls
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Figure S61. NOESY NMR spectrum of arisantetralone C in CDCls

F1 Chemical Shift (hnm)

[T DADY A Sige254 Ref=300,100 (ZWERENE VZORKYPREVERENI0O05.0)

TZ7.408

2.886

=

8 7 6 5 4 3 2 -1
F2 Chemical Shift (ppm)
] "DADM, 12.309 (24.1 mAU, - ) Ref=12.282 & 12.682 of PREMERENIN00005.D
mAl
2
15
10
0
0 0 0 1-
= = N
T I T T T
18 2 % K 4 i)

Figure 562. HPLC-DAD chromatogram of arisantetralone C
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Figure 563. LR-MS spectrum of arisantetralone C

8
I ﬁ a
\/ :
/ HO CH,
d [ / y
\\ ~o ; CHs
[ \J y
./ I“‘ a\ b 5
€O [mdeg] \ / \\ ~cH,

200 250 300 350
_ Wavelength [nm]
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Figure S66. '"H NMR spectrum of arisantetralone A in DMSO-ds
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Figure 69. COSY NMR spectrum of arisantetralone A in DMSO-ds
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Figure S70. NOESY NMR spectrum of arisantetralone A in DMSO-ds
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Figure S72. LR-MS spectrum of arisantetralone A
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Figure S76. HMBC NMR spectrum of (-)-schisantherin E in DMSO-ds
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Figure S78. COSY NMR spectrum of (-)-schisantherin E in DMSO-ds
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Figure S79. NOESY NMR spectrum of (-)-schisantherin E in DMSO-ds
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Figure S85. Schema of isolation and yield of compound 1
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Figure S86. Antiproliferative activity of lignans 2-14, expressed as % of cell viability. The
concentration of tested lignans 2-14 was 10 uM. DMSO was used as the solvent and was added
as the negative control (NC). The results are expressed as the mean + SEM for three
independent experiments measured in triplicate and are statistically compared to NC using

Kruskal-Wallis test.

Table S1. Chromatographic conditions of separation of compounds 2, 6, and arisantetralone C

from fraction SC 122-123

Stationary phase: Ascentis RP-Amide 25 cm x 10 mm; 5 um (Supelco, USA)
Detection: DAD detector A = 220; 240; 260; 280 nm

Flow:5 mL/min

Injection:40 pl

Temperature:40 °C

HPLC Dionex Ultimate 3000 (Thermo Fischer Scientific, USA)

Time (min) MeOH (%) ACN (%) 0.2 % HCOOH (%)
0 0 47 53
29.00 0 85 15
29.10 100 0 0
35.00 100 0 0
35.10 0 100 0
40.00 0 100 0
40.10 0 47 53
45.00 0 47 53
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Table S2. Chromatographic conditions of separation of compounds 3, 4, 5 and 6 from fraction
SC 130

Stationary phase: Ascentis RP-Amide 25 cm x 10 mm; 5 um (Supelco, USA)
Detection: DAD detector A = 240; 260; 280 nm

Flow:5 mL/min

Injection: 15 uL

Temperature:40 °C

YL9100 (Young-Lin Instruments, South Korea)

Time (min) MeOH (%) ACN (%) 0.2 % HCOOH (%)
0 0 50 50
30.00 0 80 20
30.01 0 100 0
35.00 0 100 0
35.01 100 0 0
40.00 100 0 0
40.01 0 50 50
45.00 0 50 50

Table S3. Chromatographic conditions of purification of compound 3 from fraction SC 130

Stationary phase: Ascentis RP-Amide 25 cm x 10 mm; 5 um (Supelco, USA)
Detection: DAD detector A = 240; 260; 280 nm

Flow:5 mL/min

Injection: 30 uL

Temperature: 40 °C

HPLC Dionex Ultimate 3000 (Thermo Fischer Scientific, USA)

Time (min) MeOH (%) ACN (%) 0.2 % HCOOH (%)
0 0 55 45
18.00 0 64 36
18.10 100 0 0
23.00 100 0 0
23.10 0 55 45
28.00 0 55 45
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Table S4. Chromatographic conditions of the first purification of compounds 4 and 5 from
fraction SC 130

Stationary phase: Ascentis RP-Amide 25 cm x 10 mm; 5 um (Supelco, USA)
Detection: DAD detector A = 240; 260; 280 nm

Flow: 5 mL/min

Injection: 25 uL.

Temperature: 40 °C

HPLC Dionex Ultimate 3000 (Thermo Fischer Scientific, USA)

Time (min) MeOH (%) ACN (%) 0.2 % HCOOH (%)
0 0 55 45
18.00 0 64 36
18.10 100 0 0
23.00 100 0 0
23.10 0 55 45
28.00 0 55 45

Table S5. Chromatographic conditions of the second purification of compounds 4 and 5 from

fraction SC 130

Stationary phase: Ascentis C18 25 cm x 10 mm, 5 pm (Supelco, USA)
Detection: DAD detector A =220, 240; 260; 280 nm

Flow: 5 mL/min

Injection: 10 uL

Temperature: 40 °C

HPLC Dionex Ultimate 3000 (Thermo Fischer Scientific, USA)

Time (min) MeOH (%) ACN (%) 0.2 % HCOOH (%)
0 60 0 40
18.00 73 0 27
18.10 0 100 0
23.00 0 100 0
23.10 60 0 40
28.00 60 0 40

Table S6. Chromatographic conditions of separation of compound 6 and (-)-wuweizisu C
from fraction SC 120-121

Stationary phase: Ascentis RP-Amide 25 cm x 10 mm; 5 um (Supelco, USA)
Detection: DAD detector A = 220; 240; 260; 280 nm

Flow: 5 mL/min

Injection: 10 uL

Temperature:40 °C

system YL9100 (Young-Lin Instruments, South Korea)
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Time (min) MeOH (%) ACN (%) 0.2 % HCOOH (%)
0 0 30 70
30.00 0 80 20
30.01 0 100 0
35.00 0 100 0
35.01 100 0 0
40.00 100 0 0
40.01 0 30 70
45.00 0 30 70

Table S7. Chromatographic conditions of separation of epigomisin O from fraction SC 138-148

Stationary phase: Ascentis RP-Amide 25 cm x 10 mm; 5 um (Supelco, USA)
Detection: DAD detector A = 220; 240; 260; 280 nm

Flow: 5 mL/min

Injection: 25 uLL

Temperature:40 °C

HPLC Dionex Ultimate 3000 (Thermo Fischer Scientific, USA)

Time (min) MeOH (%) ACN (%) 0.2 % HCOOH (%)
0 60 0 40
20.00 79 0 21
20.10 0 100 0
28.00 0 100 0
28.10 100 0 0
36.00 100 0 0
36.10 60 0 40
45.00 60 0 40

Table S8. Chromatographic conditions of separation of arisantetralone A from fraction SC

149-167

Stationary phase: Ascentis RP-Amide 25 cm x 10 mm; 5 um (Supelco, USA)
Detection: DAD detector A = 240; 260; 280 nm

Flow: 5 mL/min

Injection:10 pL

Temperature: 40 °C

system YL9100 (Young-Lin Instruments, South Korea)

Time (min) MeOH (%) ACN (%) 0.2 % HCOOH (%)
0 0 40 60
20.00 0 60 40
20.01 0 100 0
25.00 0 100 0
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25.01 100 0 0
30.00 100 0 0
30.01 0 40 60
45.00 0 40 60

Table S9. Chromatographic conditions of separation of (—)- schisantherin E from fraction SC
175-181

Stationary phase: Ascentis RP-Amide 25 cm x 10 mm; 5 um (Supelco, USA)
Detection: DAD detector A = 240; 260; 280 nm

Flow: 5 mL/min

Injection: 20 uL

Temperature: 40 °C

system YL9100 (Young-Lin Instruments, South Korea)

Time (min) MeOH (%) ACN (%) 0.2 % HCOOH (%)
0 0 30 70
30.00 0 90 10
30.01 0 100 0
35.00 0 100 0
35.01 100 0 0
40.00 100 0 0
40.01 0 30 70
45.00 0 30 70

Table S10. Chromatographic conditions of separation of compounds 3, 4, 5, and 6 from
fraction SC 126-129

Stationary phase: Ascentis RP-Amide 25 cm x 10 mm; 5 um (Supelco, USA)
Detection: DAD detector A =220, 240; 260; 280 nm

Flow: 5 mL/min

Injection: 15 uL

Temperature: 40 °C

HPLC Dionex Ultimate 3000 (Thermo Fischer Scientific, USA)

Time (min) MeOH (%) ACN (%) 0.2 % HCOOH (%)
0 0 40 60
29.00 0 81 19
29.10 100 0 0
35.00 100 0 0
35.10 0 100 0
40.00 0 100 0
40.10 0 40 60
45.00 0 40 60

50



Table S11. Chromatographic conditions of purification of compounds 4 and 5 from fraction SC

126-129

Stationary phase: Ascentis C18 25 cm x 10 mm, 5 pm (Supelco, USA)
Detection: DAD detector A =220, 240; 260; 280 nm

Flow: 5 mL/min

Injection: 15 uL

Temperature: 40 °C

HPLC Dionex Ultimate 3000 (Thermo Fischer Scientific, USA)

Time (min) MeOH (%) ACN (%) 0.2 % HCOOH (%)
0 70 0 30
19.00 82.9 0 17.1
19.10 0 100 0
24.00 0 100 0
24.10 70 0 30
29.00 70 0 30
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