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Figure S1. Maximum Likelihood tree topology comparing mshl sequences of Alcyonium specimen

with those available on Genbank.
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Figure S2. '"H NMR spectrum of alcyopterosin T (1), 500 MHz, CDCls.
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Figure S3. COSY spectrum of alcyopterosin T (1), 500 MHz, CDCls.
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Figure S4. HSQC spectrum of alcyopterosin T (1), 500 MHz, CDCls.
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Figure S5. HMBC spectrum of alcyopterosin T (1), 500 MHz, CDCls.
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Figure S6. HRESIMS of alcyopterosin T (1). Calculated for Ci7H23NOsNa, 344.1468.
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Figure S7. '"H NMR spectrum of alcyopterosin U (2), 500 MHz, CDCls.
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Figure S8. COSY spectrum of alcyopterosin U (2), 500 MHz, CDCls.
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Figure S9. HSQC spectrum of alcyopterosin U (2), 500 MHz, CDCls.
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Figure S10. HMBC spectrum of alcyopterosin U (2), 500 MHz, CDCls.
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Figure S11. HRESIMS of alcyopterosin U (2). Calculated for Ci7H21NOesH, 336.1442.
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Figure S12. '"H NMR spectrum of alcyopterosin V (3), 500 MHz, CDCls.
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Figure S13. ®*C NMR spectrum of alcyopterosin V (3), 125 MHz, CDCls.
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Figure S14. COSY spectrum of alcyopterosin V (3), 500 MHz, CDCls.
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Figure S15. HSQC spectrum of alcyopterosin V (3), 500 MHz, CDCls.
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Figure S16. HMBC spectrum of alcyopterosin V (3), 500 MHz, CDCls.
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Figure S17. Blank subtracted HRESIMS of alcyopterosin V (3). Calculated for CisHisOsH, 247.1329.
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Figure 520. COSY spectrum of alcyosterone (5), 500 MHz, CDCls.
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Figure S21. HSQC spectrum of alcyosterone (5), 500 MHz, CDCls.
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Figure 522. HMBC spectrum of alcyosterone (5), 500 MHz, CDCls.
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Figure S23. HRESIMS of alcyosterone (5). Calculated for CssHsiOs, m/z 575.3578 ([M + HIY);
calculated for CsiH47Os, m/z 515.3367 ([M - OAc]*); calculated for C2zH39O2, m/z 395.2945 ([M — OAc
- 2HOAC]").
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Table S1. NMR shift comparison between compounds isolated in the current work to those previ-

ously published.
Alcyopterosin E ( 2) Alcyopterosin L Alcyopterosin C Alcyopterosin G Bis(acetyl)alcyopterosin O
This work|Palermo !| This work | Palermo !| This work| Palermo ! | This work | Palermo! This work Carbone 2
Position &, 8~ 8, 0-| 8y 8. 8y 8. |8y 8. 8y 8. |8y 8. 8y 8- | 8y 8. 24 2
1 303 44.7(3.04 45292 44.0(2.92 44.0(2.87 423|2.87 423|279 46.3| 279 463| 272 46.4| 274 464
3.17 3.17
2 148 148 147.7 150.8 149.4 149.7 1415 1415 142.4 142.4
3 122 122 1232 123.1 133.9 134.6 135.0 135.0 135.5 1355
4 457 76.6( 458 77|3.88 42.1|3.88 421|453 702|453 70.6| 460 72.6| 4.60 72.6] 414 639| 415 639
5.06 5.07 417 4.18
5 566 716(567 72(570 79.6|570 79.5[319 27.7|3.18 27.8|3.17 268| 317 26.8| 3.03 29.7| 3.03 29.7
6 140 141 139.8 139.8 138.7 139.4 130.6 130.6 132.8 132.8
7 130 130 130.8 130.8 136.2 136.7 135.5 135.5 130.3 130.3
8 727 132727 132| 7.47 131.8|7.48 131.8|7.46 122.9|7.46 123.5| 7.00 127.2 1272 701 127.7| 7.01 127.7
9 142 142 1442 1442 133.9 134.0 143.0 143.0 142.4 142.4
10 275 47] 275 47|471 828|471 828 211.0 211.4| 270 47.7| 270 477 269 476| 269 47.6
11 411 41 45.3 45.3 45.8 45.5 39.7 39.7 39.7 39.7
12 170 170 169.6 169.6|12.32 15.0{2.32 25.4| 4.69 60.4| 469 60.4| 515 621 515 62.1
13 240 179( 241 18(240 18.0(240 18.0|242 204|242 202[2.34 199| 234 199 235 200 235 20.0
14 119 287] 119 29| 1.19 267|120 26.7|1.23 25.2|123 254 1.15 29.0| 1.15 29.0 29.0 29.0
15 115 287f 1.16 29(1.07 21.5(1.08 21.4]|1.23 252|123 254|115 29.0| 1.15 29.0 1.14 29.0| 1.4 29.0
4-CH.CO 206 210/ 206 21.0
4-CHLO 170.6 170.6
12-CH.CO 2.07 21.0| 207 210
12-CH,CO 170.9 170.9

Palermo, J.A.; Brasco, M.E.R.; Spagnuolo, C.; Seldes, A.M. Illudalane sesquiterpenoids from the soft coral Alcyonium
paessleri: The first natural nitrate esters. J. Org. Chem. 2000, 65, 4482-4486.

2Carbone, M.; Nunez-Pons, L.; Castelluccio, F.; Avila, C.; Gavagnin, M. [lludalane sesquiterpenoids of the alcyopterosin

series from the Antarctic marine soft coral Alcyonium grandis. . Nat. Prod. 2009, 72, 1357-1360

Table S2. Crystal data and structure refinement for alcyosterone (5).

Identification code

Empirical formula
Formula weight
Temperature/K
Crystal system
Space group
a/A

b/A

/A

o/°

B/°

y/°

ACDL_21
Cs3Hs500s
574.73
100.0
orthorhombic
P2:2:24
6.9203(5)
14.3360(10)
32.173(2)
90

90

90
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Volume/A’

Z

pcz\lcg/ cm’

g/mm’”

F(000)

Crystal size/mm’

Radiation

20 range for data collection/°
Index ranges

Reflections collected
Independent reflections
Data/restraints/parameters
Goodness-offit on F*

Final R indexes [[>=20 ()]
Final R indexes [all data]
Largest diff. peak/hole / e A®

Flack parameter

3191.8(4)

4

1.196

0.681

1248.0

0.042 x 0.036 x 0.018

CuKa (A = 1.54178)

5.494 to 137.154
7<h<8,-16<k<17,-38<1<38
32338

5867 [Rine = 0.1453, Ryjyma = 0.0776]
5867/258/437

1.026

R, = 0.0659, wR; = 0.1389

R, = 0.1009, wR; = 0.1577
0.40/-0.26

10.10(19)

g

Figure S24. Asymmetric unit of alcyosterone (5). Anisotropic displacement parameters drawn at

50% probability level.



