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Table S1. Elution Program for the Silica Gel Column Separation

n-hexane 100 95 90 88 85 82 80 77 74 71 67
EtOAc 0 5 10 12 15 18 20 23 26 29 33

V (ml) 200 700 700 400 200 700 400 500 700 800 700

Fr. No. - - - - - 0-46 47-62 63-82 83-113 114-148 | 149-182
n-hexane 63 60 57 54 50 40 30 20 0
EtOAc 37 40 43 46 50 60 70 80 100

V (ml) 400 700 700 400 300 300 200 200 200

Fr. No. 183-200 | 201-229 | 230-260 | 261-277 | 278-290 | 291-305 | 306-315 | 316-330 | 331-339
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Figure S1. Aromatic part of the *H NMR spectrum of compound 1
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Figure S2. Aliphatic part of the *H NMR spectrum of compound 1
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Figure S3. Aromatic part of the *C NMR spectrum of compound 1
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Figure S4. Aliphatic part of the 3C NMR spectrum of compound 1
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Figure S5. Aromatic part of the COSY spectrum of compound 1
J@/\L—_J\/]LMJ\A%U\ A
LCA233245-6-3x
d8=0.8s

5'/8'b
14/8 10'/8'b 3'/8b
14'/8'b
3/7 10/8 14'/8'a 10/8'a g
5/7 58 /8'a
4 10'/7'-OMe
T14'/7‘-0Me 3/7-OMe
5'/7'-OMe
147" 37
—= 57 107"
72 71 70 69 68 67 6 5 64 63 62 61 60 59

6.6 6.5
2 (ppm)

Figure S6. The first part of the NOESY spectrum of compound 1
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Figure S7. The second part of the NOESY spectrum of compound 1
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Figure S8. The third part of the NOESY spectrum of compound 1
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Figure S9. Aromatic part of the HSQC spectrum of compound 1
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Figure S10. Aliphatic part of the HSQC spectrum of compound 1
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Figure S11. The first part of the HMBC spectrum of compound 1
LCA233245-6-3x
H-5/C-7' H-3'/C-7"
H-14'/C-12'
H-10/C-14 H-3/C-5'
R Ho10/c-12 2L ‘:/”
- - =
\® = H-10/C-12
— = == H-14'/C-10"
H-2/C-6 = =
H-3/C-5 H-12'/C-14H4-10'/C-14'
le/ca H-6/C-2 H-10'/C-14
H-5'/C-1' H-3Y/C-1'
H-13//C-9' — 21
H-13/C-9 == H-2/C-4
e H-6/C-4 —
H-3/C-1 H-F:'D/C-G' H-3'/C-2'
H-5/C-1
_= @H-]j'/(:-]l' _—
H-13/C-11 H-2/C-1
H-6/C-1
T T T T T T T T T T T T T
7.2 7.1 7.0 6.9 6.8 6.7 6.6 6.5 6.4 6.3 6.2 6.1 6.0
£2'(ppm)

Figure S12.

i |

The second part of the HMBC spectrum of compound 1

45

50

55

60

65

r70

r75

85

90

95

80

90

100

r110

r120

r130

140

150

160

r170

f1 (ppm)

f1 (ppm)



bb9
m?.o/
166°9
N
9059
9£5°9
0559~
4559
185°9 ~_
9659
A

<099
€199
8199

¥SL'9—
TLL9—

S€6'9 ~
0569 —
9969 —

€00°L—
120, —

WwrL—

T16€°L—
L0V L —

MN J4

o

o

745 7.40 735 730 725 720 715 7.0 7.05 7.?10( 6.‘)35 690 685 680 675 670 665 6.60 655 650 645 6.4(
ppm

7.50

Figure S13. Aromatic part of the *H NMR spectrum of compound 2
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Figure S14. Aliphatic part of the *H NMR spectrum of compound 2



MNJ43 N R & R N ! & KR B & i ] B88RI3
555 2 55 5% g KRS % 8 R R EE
S [ | NI/ [ I AN

3,5
‘ 2,6
|
14
:
|
13
. 10
13 | 12' 6!
11 w0 12
|
9
1 9 ‘ . 4
1
i, 1 2 i ? |14
| | | | |
T T T T T T T T T T
155 150 145 140 135 130 125 120 115 110
1 (ppm)
Figure S15. Aromatic part of the *C NMR spectrum of compound 2
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Figure S16. Aliphatic part of the 3C NMR spectrum of compound 2
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Figure S17. Aromatic part of the COSY spectrum of compound 2
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Figure S20. The third part of the NOESY spectrum of compound 2
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Figure S21. Aromatic part of the HSQC spectrum of compound 2
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Figure S23. The second part of the HMBC spectrum of compound 2
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Figure S25. Aromatic part of the *H NMR spectrum of compound 3

617
Lt
8ELT~
SYLT~
SLT—
657 —
99.°C—
YLLT—
P8LT~C
€647~

MN6-2 supercist

7,7
8,8

294 292 290 288 286 284 282 280 278 276 274 272 270 268 266 264 262 260 258 256 254 252 250

2.96

f1 (ppm)

Figure S26. Aliphatic part of the *H NMR spectrum of compound 3
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Figure S27. Aromatic part of the *C NMR spectrum of compound 3
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Figure S28. Aliphatic part of the 3C NMR spectrum of compound 3
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Figure S29. Aromatic part of the COSY spectrum of compound 3
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Figure S68. Aromatic part of the *H NMR spectrum of compound 7
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Figure S69. Aliphatic part of the *H NMR spectrum of compound 7
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Figure S71. Aliphatic part of the 13C NMR spectrum of compound 7
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Figure S72. Aromatic part of the COSY spectrum of compound 7
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Figure S73. Aromatic part of the NOESY spectrum of compound 7
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Figure S75. Aliphatic part of the HSQC spectrum of compound 7
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Figure S76.

The first part of the HMBC spectrum of compound 7
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Figure S77. The second part of the HMBC spectrum of compound 7
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Figure S78. The third part of the HMBC spectrum of compound 7
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Figure S79. HMBC correlation H-8/C-10 in compound 7
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Table S2. Cytotoxicity (ICso, UM) of Bisbibenzyls on Two Human Cell Lines Determined by MTT
Assay

Cell line Sl

Compound MRC5 A549

Lunularin 200 150
Perrottetin E 40.0 25.0
Perrottetin F 30.0 15.0
Riccardin C 15.0 22.5
Riccardin F 15.0 30.0
Riccardin G 7.5 2.5 3

1 40.0 10.0 4
2 60.0 10.0 6
3 5.0 5.0 1
4 15.0 10.0 1.5
5 3.0 5.0 0.6
6 30.0 60.0
7 15.0 40.0
Methylated >120° >120

perrottetin E
Methylated >120 >120
Perrottetin F

Cisplatin 35 2.5 14

@ Results represent mean of three independant experiments
done in quadriplicate, with standard deviation between 1-5%.
b not cytotoxic under tested conditions.

¢Sl — selectivity index
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