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Figure S1. *H NMR spectrum of ancistrolikokine A, (13).
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Figure S2. *C NMR spectrum of ancistrolikokine A; (13).
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Figure S3. 3C DEPT spectrum of ancistrolikokine A; (13).
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Figure S4. COSY spectrum of ancistrolikokine A, (13).
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Figure S5. *H-"H NOESY spectrum of ancistrolikokine A, (13).
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Figure S6. HSQC spectrum of ancistrolikokine A, (13).

2.0

2.5

T
3.5

4.0
f2 (ppm)

4.5

6.0

7.0

7.5

11



MeO OH

(dd) 74

= = = = = = =
= = = = = = — (] 341 =+ A [F=)
[Ty (F=] [ (=] L=4] — — ~ — — — —
1 | 1 1 | 1 1 | 1 1 | 1
-1
g o
| I |

e e—

.u_+—
L J L] *
- e oo o
LR -
r 4 e g il

Figure S7. HMBC spectrum of ancistrolikokine A, (13).
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Figure S8. HRESIMS spectrum of ancistrolikokine A, (13).
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Figure S9. IR spectrum of ancistrolikokine A, (13).
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Figure S27. NOESY spectrum of ancistrolikokine C, (5).
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Figure S30. HRESI-MS spectrum of ancistrolikokine C, (5).
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45



zZw 008

1 L " " n

S'6LE

j 9.1 08¢

8YLT'6LE
EELT'BLE 01X
*suajul
94 LIWT'0 'S+
o — oose . 0002 0054 __ oo0b 00s r——" .00
S0
oL
=
EELT'BLE
90X
91 UIIT'0 ‘SI+ P4E_LE9Z 9T0T "suajuj
0inog anen Uana 198 ddA 0'00v 4y ajodexay jo3 2w Q00€E pu3 ueos
w0’y se9 Aig J3s ddp 0'00¢ 4¥ z jouund jag 2w 05 wbag ueos
2,002 Jajeaq g 138 ddn 0002 4y | |Juung jas aAyoe 10N snoo4
a0 J8ZIngaN 19S anflisod Awsejod uo| 1S3 adA) soinog

1ajaweled uonisinboyy

Figure S41. HRESI-MS spectrum of ancistrolikokine E (9).
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Figure S42. IR spectrum of ancistrolikokine E (9).
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Figure S52. HRESI-MS spectrum of ancistrolikokine E; (10).
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Figure S53. IR spectrum of ancistrolikokine E; (10).
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Figure S56. 'H NMR spectrum of ancistrolikokine F (11).
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Figure S62. HMBC spectrum of ancistrolikokine F (11).
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Figure S63. HRESI-MS spectrum of ancistrolikokine F (11).
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Figure S64. IR spectrum of ancistrolikokine F (11).
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Figure S67. 'H NMR spectrum of ancistrolikokine G (12).
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Figure S70. COSY spectrum of ancistrolikokine G (12).
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Figure S71. NOESY spectrum of ancistrolikokine G (12).
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Figure S72. HSQC spectrum of ancistrolikokine G (12).
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Figure S74. HRESI-MS spectrum of ancistrolikokine G (12).
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Figure S75. IR spectrum of ancistrolikokine G (12).

80



24

12 |
S
()
ko
E 0
()|
O
_12 J
-24

200 250 300 350 400
wavelength [nm]

Figure S76. ECD spectrum of ancistrolikokine G (12).

HO OMe

Me i i
HO AN Me
N

MeO Me

o ©

81



(]
F e
92 T 5
dET | o
(%]
(@)
)
=
94 T
8L~ L
B1'Z
0Z z\ = o
PTT - _
1:2'215b | ™ Lo
6z o
852, r ;
55 E—=
5 zf &
09z -0
[l
E0E— L& _
m
45 E— -
B g -

4.65

559
IE'B-‘-\\E
59
9.{9}
BO
e
E0¢

Figure S77. *H NMR spectrum of ancistrolikokine H (15).
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Figure S80. COSY spectrum of ancistrolikokine H (15).
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Figure S82. HSQC spectrum of ancistrolikokine H (15).
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Figure S83. HMBC spectrum of ancistrolikokine H (15).
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Figure S84. HRESI-MS spectrum of ancistrolikokine H (15).
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Figure S85. IR spectrum of ancistrolikokine H (15).
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Figure S95. HRESI-MS spectrum of ancistrolikokine H; (16).
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Figure S96. IR spectrum of ancistrolikokine H, (16).
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Figure S97. ECD spectrum of ancistrolikokine H; (16).

102



TIC
284,048 Z
||<): (S)- V- Me- ABA
%
Fi
r L
ey - 1 . . 2 v 3 : = r . 2 |
80 100 0 180 190 200 210 21
min
67973 = The standard Tic
®-NMe-AlaL) \ 1 (5)-N-Me-Ala
(S-NH-Ala
@ (R)-N-H-ABA 33
i ? , (R-NMeABAD) {3 (9-NMe-ABA
®)-N-H-Ala ) i3
I ¢J ()-VH-ABA
S T YR " i v i R S s | S | :
. . i 20 130 140 150 160 170 180 180 200 210 | 214
min
282,147 Compound 6 together with the standard s e
T T T T -
18O 190 200 210 a1
min

Ala = Alanine N-Me-Ala = N-Methylalanine

ABA = 3-Aminobutyric acid N-Me-ABA = N-Methyl-3-aminobutyric acid

Figure S98. Oxidative degradation products of ancistrolikokine H; (16).
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