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Figure S1. UV spectrum of Compound 1 in MeOH.
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Figure S2. IR spectrum of Compound 1.
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Single Mass Analysis

Tolerance = 10.0 PPM / DBE: min = -1.5, max = 50.0
Element prediction: Off

MNumber of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons

2613 formulaie) evaluated with 8 results within limits (up to 50 closest results for each mass) L4

m

Elements Used: e
Mass | calc.Mass | mDa | PPM | DBE | Formula |i-Fm | i-FITNorm |FitConf% | ¢ | H [N ] o] 5] -
356.2035 3562046 13 36 85 C2HIONOS 34666  0.087 9171 7 a0 1 3 1 T
3620086 27 76 45 €17 H30 N3 03 § 34691  2.539 7.90 7 3 3 3 1
362014 21 58 135 CBSHENO 34729 6352 017 B % 1 1 3
3962046  -11 31 55 Cl4 H26 N7 04 34735 6964 0.09 M 2w 7 4
362033 02 06 05 €13 H30 N3 08 34738 7.226 0.07 13 30 3 8
362006 29 81 15 9 HZ6 N9 06 34747 8189 0.03 9 2% 9 6 9§
362042 07 20 05 Cl4 HM N3 03 2 34752 8697 0.02 1% 3, 3 3 2 L
2LA S 2N LA nes N 420 Mg N < 24750 a2 nn mn n a 1 2

20170321_DR-CEB 58 (0.272) Cm (31:83)
1: TOF M3 ES+

870e+008
s 356.2035
%_
357.2069
&
3582055
3701827
5 207.1840  306.2437 3172127 3272331 3983423 545 55,5 3941388 _359.2051 2701827 373 5999 a0 11
SN L0 RO - = LI )L A LIS~ | SRR .~ ¥ it S TN - DRSS _
285 300 305 310 315 320 325 330 335 340 345 350 3565 360 365 370 375 380 385 390 Dactylospongin A (1)

Figure S3. HRESIMS spectrum of Compound 1.
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Figure S4. '"H NMR spectrum of Compound 1 in CDCls.
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Figure S5. 13C NMR spectrum of Compound 1 in CDCls.
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Figure S6. DEPT135 spectrum of Compound 1 in CDCl;.
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Figure S7. 'H-'"H COSY spectrum of Compound 1 in CDCl;.
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Figure S8. HSQC spectrum of Compound 1 in CDCl;.
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Figure S9. HMBC spectrum of Compound 1 in CDCl;.
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Figure S11. CD Spectrum of Compound 1 in MeOH.
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Figure S14. HRESIMS spectrum of Compound 2.
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Figure S16. 3C NMR spectrum of Compound 2 in CDCls.
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Figure S17. DEPT135 spectrum of Compound 2 in CDCl;.
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Figure S20. HMBC spectrum of Compound 2 in CDCls.
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Figure S22. CD spectrum of Compound 2 in MeOH.



AU TR

DT . e s e e i i e e .......E.. e ;
'\
| | s
\ s s
5 1,760} lt'.]\ PR i e ,; E ..............................................................................................................................
\
1 ; ;
\ ! '
| : 5
\ | |
& § i
0.50 A
\\\"'\-\.,_\_ P, é é
e

0.0 : : % ‘ e

200.00 250,00 ﬁétﬂzl 3000 00 Actylospongin C (3)

Figure S23. UV spectrum of Compound 3 in MeOH.
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Figure S24. IR spectrum of Compound 3.
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Figure S25. HRESIMS spectrum of Compound 3.
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Figure S26. '"H NMR spectrum of Compound 3 in CDCl;.
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Figure S27. 3C NMR spectrum of Compound 3 in CDCls.



| R ] P ' BT i A

DN12BE14B/4
IH gradient COSY Spectrum of DN12BEI4B in CDC13, 15/05/2016

1 (ppm)

10

~11

-12

12 11 10 9 8 7 6 5 4 3 2 1 0 -1
2 (ppm)

Actylospongin C (3)

Figure S28. '"H-'H COSY spectrum of Compound 3 in CDCls.
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Figure S30. HMBC spectrum of Compound 3 in CDCl;.
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Figure S32. CD spectrum of Compound 3 in MeOH.
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Figure S37. 3C NMR spectrum of Compound 4 in CDCls.
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u : I

DN12BE14A_1/5 |
IH ROESY Spectrum of DN12ZBEI4A in CDC13, 11/05/2016 1

1 (ppm)

T T T T T T T T T T T T T 1

2 1 10 9 8 6 o5 2 1 0o - B
(ppm) Dactylospongin D (4)

Figure S40. NOESY spectrum of Compound 4 in CDCl;.



exptl for 4

Ag

200 250 300 350 400
wavelength (nm)

Dactylospongin D (4)

Figure S41. CD spectrum of Compound 4 in MeOH.



HiERY
i ;

L0+ et e e e e

"
2 0.600

0.300

0.00 :
190,00 0.0 40010 Ent-melemeleone B (5)

Figure S42. UV spectrum of Compound 5 in MeOH.



% Transmittance

28545

65 - Fudan University
=y
- Thu Apr 07 17:01:33 2016

60 -

2926

4000 3000

2000

Wavenumbers (cm-1}

1000

Figure S43. IR spectrum of Compound 5.

11
Ent-melemeleone B (5)



C:1026 H: 1040 MN:0-3 Q:1-5 S:1-1
SIPI Q-Tof micro 13:50:01 26-Fab-2015
F4B2I M. W=435 YAO19
WCHS-041NH2 23 (0.810) AM (Cen.4, 80.00, Ar,5000,0,423.03,0.70); Sm (SG, 2¢3.00); Cm (20:32) TOF M ES-
4341999 86263
100 [
%_
435.2104
424 043 445.0107
L sous HOOT yyopyy | D050 4331012 ( e o] s 48021 ‘ﬁﬁ-lﬁﬁﬂ o
T i S R L SN A TR R L ; LI 8 O L TP L L L ) ) L ) ] e E|
50 | 4m0 | @50 400 4B0 MO0 M0 40 450 o
Minimum: 50,00 -10.0
Maximum:  100.00 5.0 10,0 50.0
Mass RA Cale, Mass mDa EEM [BE i-FIT Formula
434.1999 100,00 4342001 e S TR 595.5 G23 H32 N 05 8§
Ent-melemeleone B (5)

Figure S44. HRESIMS spectrum of Compound 5.
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Figure S66. HRESIMS spectrum of Compound 7.



E8%esadaeaayapazaaskadansessanasinsnsddagagsuanl,
32
30
-2
L 26
L2
L2
L2
F18

—
=c]

14
F12
! ]
1 .E
1 'E
3 =
AL l—l.!.l.-ljl Jl . . A 2
L0
lr ' v A ¥y s e
= 2 = = Bh AmrafDoreon -2
L] L ki L] L} |F Li Ld -F L] F" L nl' L} Nlﬂ TFE‘“MFNE—:FT‘”"N L] L} Li
105100 95 90 85 80 75 70 65 60 55 %"I:I 45 40 35 30 25 20 15 10 05 00 05 1.0

Melemeleone D (7)

Figure S67. '"H NMR spectrum of Compound 7 in Pyr-ds.



B3

2 Z2osRSYYRRS58288 1300

148,96

185,03
183 B4
i
=1
135.76
é135.43
123 88
Eml&e
123,42
~ 10361
—a8.24
44
f
43
0
3
7
T
7 25
33
28
27
73
20
17
17

158 85
150014

- 12000

- 11000

- 10000

RN 1 NNIT W11 PR

23&220211]2!]]19!]1&]1?&1531531#1]13]122'310]1]] o) 80 7O 60 S0 40 30 20 10 O -10
ppmi

Melemeleone D (7)
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Figure S88. HRESIMS spectrum of Compound 9.
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Figure S97. UV spectrum of Compound 10 in MeOH.
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Figure S98. IR spectrum of Compound 10.
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Figure S99. HRESIMS spectrum of Compound 10.
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Figure S100. 'H NMR spectrum of Compound 10 in CDCls.
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Figure S101. 3*C NMR spectrum of Compound 10 in CDCl;.
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Figure S102. DEPT135 spectrum of Compound 10 in CDCl;.
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Figure S103. 'H-'H COSY spectrum of Compound 10 in CDCls;.
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Figure S104. HSQC spectrum of Compound 10 in CDCl;.
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Figure S105. HSQC spectrum of Compound 10 in CDCl;.
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Figure S106. NOESY spectrum of Compound 10 in CDCl;.
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Figure S107. CD spectrum of Compound 10 in MeOH.
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