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Table S1. NMR Spectroscopic data of presilphiperfolan-8a,10

B,14-triol (16) (‘H at 500 MHz, 3C at 125 MHz).

Position | Proton dy (Hz) d1C NOESY HMBC
1 H-1o. | 145 (1H, m) 44.9 C-2,C-9, C-10, C-11, C-15
) H-2a. | 1.94 (1H, m) 343 H-2B, H-3a C-1,C-3,C-9
H-2B | 2.36 (1H, m) H-20, H-3f, H-9B C-1,C-3,C-4,C-8,C-9
3 H-30. | 1.94 (1H, m) 1 H-2a, H-3p C-1,C-3
H-3f | 1.15(1H, m) ' C-4,C8, C-12
4 - 579 |- -
H-50. | 2.04 (1H, d, J=12.1 Hz) H-5p8, H-14 C-3, C-4, C-6, C-12, C-13, C-14,
> [ THsp | 103 (10, d,J=12.1 Hz) 5 sa H12, 113 C-4, C-6, C-7, C-8, C-12, C-13
6 - - 544 |- -
7 H-7a | 1.88 (1H, m) 459 | H-1la, H-14 C-4, C-6, C-8, C-10, C-11, C-13, C-14
8 - - 953 |- -
9 H-98 | 1.43 (1H, m) 47.6
10 | H1o0a %g)s (1H, ddd, J=11, 9.4, 3 4, 263 | H-70,H-15 C-7.C-9, C-11, C-15
. H-1lo | 1.84 (1H, m) 369 C-7,C-8,C-10
H-11B | 1.61 (1H, ddd, J= 12, 11 Hz) H-12, H-13 C-6,C-7,C-8,C-10
12 H-12 | 1.36 (3H, s) 290 |H-13 C-3,C-4,C-5,C-8
13 H-13 | 1.18 3H,s) 22.8 | H-12 C-5,C-6, C-7, C-14
14 | H-14 -;’(ff{gH d superimposed, J= | oy 5|y s Ho7g C-5,C-6,C-7,C-13
15 H-15 | 0.99 3H, d, J= 5.9 Hz) 18.0 | H-la, H-10a, H-14 C-1, C-9, C-10,
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Table S2. NMR S

pectroscopic data of 8a,14-dihydroxypresilphiperfolan-10-one (17) (‘H at 600 MHz, 13C at 150 MHz).

Position | Proton Sy (Hz) dBC NOESY HMBC

1 H-1o. | 1.71 (1H, m) 48.09 C-4

H-2 |2.05(1H, m)
2 34.9

H-2" |2.50 (1H, m) C-3,C-4,C-9

H-3 | 1.98 (1H, m) C-1,C-2
3 32.7

H-3" | 1.26 (1H, m) C-4
4 - 57.8
5 H-50. | 2.17 (1H, d, J=12.1 Hz) il C-4, C-6,C-12, C-13, C-14

H-5p | 1.14(1H, d,/=12.1 Hz) ' H-13 C-4,C-6,C-12,C-13,C-14
6 - - 54.0
7 H-7o. | 2.20 (1H, m) 46.2 C-6,C-8, C-11
8 - - 92.4
9 H-98 |2.43(1H,dq,J=12.4, 6.3 Hz) 48.13 C-2,C-15
10 H-10 213.7

H-1lo |2.34 (1H, dd, J=13.1, 8.7 Hz) C-7,C-9, C-8, C-10
11 42.2

H-11B | 2.52 (1H, dd (br), J=13.1 Hz) H-11, H-2f C-7, C-6, C-10
12 H-12 | 1.54 (3H, s) 28.14 H-9, H-11PB C-3,C-4,C-5,C-8
13 H-13 | 1.14 (3H, s) 22.5 C-5,C-6,C-8, C-14
14 H-14 | 3.44 (2H, s(br)) 71.5 H-13 C-5, C-6,C-7, C-13
15 H-15 | 0.98 (3H, d,J=6.4 Hz) 13.5 C-9, C-10
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Table S3. NMR Spectroscopic data of 8a,10p,14-trihydroxypresilphiperfol-1-ene (18) ("H at 600 MHz, 13C at 150 MHz).

Position | Proton Oy (Hz) d3BC NOESY HMBC

1 148.7

2 H-2 494 (1H, dd,J=2.5,2.1 Hz) 116.2 C-3,C-4,C-8

; H-3 240 (1H,dd, J=17,21Hz) | _ C-1,C-2, C-4, C-8, C-12
H-3" | 2.25(1H, dt,J=17,2.5, Hz) C-1,C-2, C-4, C-5, C-12

4 - 47.1

s H-5 1.87 (1H, d, J=13.3 Hz) 53.43 C-3, C-6,C-12, C-13, C-14
H-5 1,56 (1H, d, J = 13.3 Hz)

6 - 46.4

7 H-7a. 1.36 (1H, m) 53.4 C-6,C-8, C-11, C-13

8 - 93.5

9 H-9B 2.46 (1H, m) 39.7

0 | w0 | 318(H, dd(hg): 10,87,53 | 94 Co1s

N H-11 1.94 (1H, m) 20 C-7,C-8, C-10
H-11' 1.86 (1H, m) C-7,C-8,C-9, C-10

12 H-12 1.11 (3H, s) 29.7 C-3,C4,C-5,C-8

13 H-13 1.07 (3H, s) 18.9 C-5, C-6, C-14

14 H-14 3.33 (2H, d(br), J = 4 Hz) 71.0 C-5, C-6, C-13

15 H-15 1.20 (3H, d, J=6.5 Hz) 14.15 C-1, C-9, C-10
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Table S4. NMR Spectroscopic Data of cameroonan-7a, 10f, 14-triol (19) ("H at 500 MHz, 3C at 125 MHz).

Position  Proton oy (Hz) dBC NOESY HMBC
1 H-la 2.17 (1H, t, J= 9.0 Hz) 47.85 H-14, H-15 C-2,C-4,C-7,C-8,C-9, C-11, C-13, C-15
H-2 1.34 (1H, m) C-4,C-8,C-9
2 28.62
H-2' 1.80 (1H, m) C-1,C-3,C-9
3 i3 1.49 (2H, m) 38.93 ¢2,C4,C12
H-3
4 - - 48.47 -
5 H-5 1.27 (1H, d superimposed) 4742 C-3, C-4, C-6, C-7, C-8, C-12, C-13, C-14
H-5’ 1.39 (1H, d J = 14.5 Hz) C-3, C-4, C-6, C-7, C-12, C-13, C-14
6 - - 42.35 -
7 H-7p 3.89 (1H, s) 91.52 H-9p, H-11b, H-12 C-1, C-6, C-8, C-11, C-14, C-13
8 - - 62.85 -
9 H-9B 1.22 (1H, m) 49.96
10 H-100 3.72 (1H’6f1(‘)1’dﬁ‘; ): 11,97, 77.45 H-11a, H-11b, H-15 C-9, C-15
. H-11 1.65 (1H,dd, 12.2, 11 Hz) 4483 H-10a C-4,C-7,C-8, C-10
H-11" | 1.73 (1H,dd, J=12.2, 6 Hz) H-7pB, H-10a C-1,C-7,C-8, C-9
12 H-12 1.00 (3H, s) 25.03 H-9B, H-11a, H-3 C-1,C-3,C-8
13 H-13 1.20 (3H, s) 27.39 H-7p, H-14a C-5, C-6, C-7, C-14
” H-14 3.21 (1H, d, J=10.9 Hz) 661 H-9p, H-5, H-14b C-5,C-6, C-7, C-13
H-14' 3.82 (1H, d, J = 10.9 Hz) H-1, H-5, H-2, H-14a C-5, C-6, C-7, C-13
15 H-15 1.05 (3H, d, J= 6.5 Hz) 16.36 H-1a, H-10a C-1, C-9, C-10
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Table S5. NMR Spectroscopic Data of cameroonan-2a, 3B, 7a -triol (20) ('H at 500 MHz, 3C at 125 MHz).

Position  Proton Sy (Hz) 31C NOESY HMBC
I Holg | 2100HddJ=86, 5, ¢ C-2, C-7, C-8, C-11, C-15
3.7 Hz)
349 (1H, dd, J= 9.1,
2 H-2B Pt 82.9 H-12, H-9 C-3,C-9
3 H3a | 8 (IH’HdZ';r’ J=91 86.5 H-1, H-50, H-14 C-2, C-5, C-12
4 i 498
H-sq | 183 “HI’{‘;’)J =133 H-5B, H-3 C-7,C-3, C-8, C-4, C-6, C-13, C-14, C-12
5 - 52.85
Hsp | 12 (lHﬁCZ")J_ 135 C-7, C-3, C-8, C-4, C-6, C-13, C-14, C-12
6 i 87
7 H-7p 333 (IH, 5) 90.4 H-11p, H-13 C-4,C-5,C-11,C-13, C-14
8 i 64.10 H-5, H-10, H-11, H-12
9 H-9p 1.94 (1H, m) 38.61 C-2, C-8, C-11, C-15
o | Hloa 1.34 (1H, m) o C-1,C-8,C-9, C-11, C-15
H-10p 1.73 (1H, m) ' C-1,C-8,C-9, C-11, C-15
T 1.90 (1H, m) i C-10, C-9, C-7, C-4, C-1
H-11p 155 (1H, m) ' C-10, C-9, C-7, C-4, C-1
12 H-12 0.95 (3H, s) 20.0 C-4,C-5,C-8,C-3
13 | HI3 1.03 3H. 5) 294 -5, C-6,C-7, C-14
14 | H-14 1.03 3H, 5) 243 C-5, C-6, C-7, C-13
15 | H-15 | 1.01(IHd,J=69Hz) | 203 H-1, H-100. C-10, C-9, C-1
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Table S6. NMR Spectroscopic Data of 7-a-hydroxycameroonan-14,15-dioic acid 14-7-lactone (21) ('H at 500 MHz, 13C at 125 MHz).
Position | Proton du (Hz) d¢ NOESY HMBC
1 H-1o. | 3-01 (1H, dt,J 6.7, 8.3 Hz) 50.71 C-2,C-4,C-7,C-8,C-9, C-11, C-15
H-2 | 1.52 (1H, m) C-1,C-3,C-9
2 32.50
H-2" | 2.14 (overlap) -
3 H-3a0 | 1.90 (1H, m) .63 C-2,C-4,C-5,C-12
H-38 | 1.64 (1H, dd, J 12.7, 6.7 Hz) C-1,C-2,C-4,C-8,C-12
4 - - 54.83 -
s H-5o0 | 2.28 (1H, d, J 14.4 Hz) 45.00 C-3,C4,C-6,C-8,C-14
H-58 | 1.37 (1H, d, J 14.4 Hz) H-12, H-13 C-3,C-4, C-6,C-12,C-13,C-14
6 - - 62.26 -
7 H-78 | 4.27 (1H, s) 93.64 H-13 C-4,C-5,C-8,C-11,C-13,C-14
8 - - 65.33 -
9 H-98 | 2.52(1H,dt,J 6.7, 8.3 Hz) 51.66 H-108 C-1,C-2,C-8, C-10, C-11, C-15
H-10a | 2.14 (overlap) -
10 32.95
H-108 | 2.04 (1H, m) C-1,C-8,C-9, C-11,C-15
H-1la | 1.44 (1H, dd, J 13.2, 6.4 Hz) C-1,C+4, C-7,C-8, C-9, C-10
11 31.12
H-118 | 1.80 (1H, m) C-4,C-7,C-8,C-9, C-10
12 H-12 | 1.07 3H,s) 25.14 H-3B, H-58, H-11PB C-3,C-4,C-5,C-8
13 H-13 | 1.40 (3H, s) 18.00 H-58, H-7 C-5,C-6,C-7,C-14
14 - - 175.74 -
15 - - 180.62 -
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TH-NMR spectrum of 10, 14-Diacetoxypresilphiperfolan-8a-ol (16a) (CDCl; at 500 MHz).
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TH-NMR spectrum of 8o, 14-dihydroxypresilphiperfolan-10-one (17) (CDCl; at 600 MHz).
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TH-NMR spectrum of 8a,10p, 14-trihydroxypresilphiperfol-1-ene (18) (CDCl; at 600 MHz).
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TH-NMR spectrum of cameroonan-7a,10p,14-triol (19) (CDCl; at 500 MHz).
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BC-NMR spectrum of cameroonan-7a,10p,14-triol (19) (CDCl; at 125 MHz).
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TH-NMR spectrum of cameroonan-2a, 3B, 7a-triol (20) (CDCI; at 500 MHz).
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BC-NMR spectrum of cameroonan-2a, 3, 7o-triol (20) (CDCI; at 125 MHz).
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TH-NMR spectrum of 7-a-hydroxycameroonan-14,15-dioic acid 14-7-lactone (21) (CDCI; at 500 MHz).
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