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Table S1 — NMR data for neosuberitenone A (1) (500 (‘H) and 125 (}3C) MHz, CDCl5).

pos dc, type ou gCOSY gHMBC NOESY
1 67.5, CH 4.18,dd (3.5, 8.7) 2,2,6 7 5

2 42.9, CH» 2.13, 01 1,2 3,4,8

2' 1.64, o/l 1,2 1,3,4,8,21 8

3 48.7,C

4 214.3,C

5 41.9, CH» 2.25,d (18.6) 5,6 1,4,6,7 1

5 2.10, o/l 5,6 1,6,7

6 44.1, CH 2.69, o/1 1,5,5 1,2,4,7,8,22

7 134.3,C

8 40.8, CH 2.68, o/l 9,9,22 2,3,4,22 2

9 21.5, CH, 1.75, m 8,9,10 7,8, 10, 15

9' 1.26, o/l 8,9,10 3,8,11

10 55.1,CH 1.02, o/1 9,9 9,11,23,24 12°,22
11 357, C

12 45.5, CH» 2.09, o/l 12',13 10, 11, 13, 14, 23 22,23
12 1.44,dd (3.7, 15.1) 12,13 11, 22,23 10, 14, 22
13 70.8, CH 5.51,brq (2.5) 12,12, 14 20

14 57.1, CH 1.04, o/1 13 15,19, 24, 25 12,20
15 38.2,C

16 41.7, CH, 1.55, brd (13) 16,17, 17"

16' 0.82,td (13.1, 3.1) 16, 17, 17 10, 15, 17,24

17 18.4, CH, 1.66, o/l 16, 17', 18, 18’ 25
17’ 1.41, o/l 16, 16', 17

18 44.2, CH 1.35,brd (13.1) 17,18 20, 25
18’ 1.14, o/l 17", 18 17,25

19 34.0,C

20 33.2,CH; 0.92,s 14,18, 19, 25 13, 14, 18
21 16.4, CH3 1.01,s 2,3,4,8

22 140.0, CH 5.60,d (3.1) 8 6,8, 11,12 10, 12, 12!, 23
23 19.6, CH3 1.18,s 10, 11, 12, 22 12,22, 24,27
24 16.1, CH3 1.28,s 10, 14, 15, 16 23,25,27
25 23.2, CH; 1.01, s 14, 18, 19, 20 17, 18, 24, 27
26 170.6, C

27 22.0, CH3 2.06, s 26 23,24, 25




Figure S1 — '"H NMR spectrum (500 MHz, CDCl3) of 1
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Figure S2 — '3C NMR spectrum (125 MHz, CDCI3) of 1
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Figure S3 — COSY NMR spectrum (500 MHz, CDCI3) of 1
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Figure S4 — HSQC NMR spectrum (500 MHz, CDCIs) of 1
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Figure S5 - HMBC NMR spectrum (500 MHz, CDCI3) of 1
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Figure S6 — NOESY NMR spectrum (600 MHz, CDCl3) of 1
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Figure S7 — HRESIMS analysis of 1
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Species W lon Formula W48 miz W Height W8 Score (MFG) W8 Score (MS) W8 Score (mass) W8 Score (iso. abund) W8 Score (izo. spacing) W8
(M-H)- 427 2805 199.1 14 241 1] 1]
(M=+CI)- 463 2628 14983.1 8258 98.37 44 66 9.5
(M+HCOO)- 4732915 121889 939 96.88 8847 9444
miz VR miz (Calc) ¥R Diff (ppm) ¥R Diff (mDa) W+ Height 7+ Height (Calc) W4 Height % 7+ Height % (Calc) W4 Hei 1% R Height Sur
4732915 473.2909 -1.32 -06 117833 121829 100 100 706
474 7952 474 2943 -2.02 -1 37604 37766 39 H 25
475.2996 475.2971 -5.26 25 1372 7154 97 59 68




Table S2 — NMR data for suberitenone E (2) (500 (‘H) and 125 (}3C) MHz, CD3;0D).

pos  dc, type OH gCOSY gHMBC NOESY

1 65.9, CH 4.40,t(4.4) 2,6 2,3,5,6,7 23,22,8
2 145.5, CH 6.76,dq (5.4, 1.3) 1,21 1,4,6,21 6,5,5
3 136.9, C

4 201.6, C

5 35.3,CH, 2.73,dd (16.6,12.4) 5,6 1,4,6,7 8,2

5 2.37,dd (16.6,4.1) 5,6 1,3,4,6,7 2

6 479, CH 1.90, o/1 1,5,5 1,4,5,7,8 22,2

7 63.4,C

8 26.7,CHz 2.35, 0/1 8,9 9,10 1

8' 1.71, o/l 8,9 7,9,22 5

9 16.9, CH, 1.43, 0/1 8,8, 10 7,8,10, 11 22

10 49.2,CH 1.28, m 9 8,9,15,23,24 14, 16'
11 34.8,C

12 42.5,CH; 1.87, o/1 12,13 10, 11, 13, 14, 23 23

12' 1.65, dd (14.6, 3.6) 12,13 11, 22,23 14,22
13 72.0,CH 5.55,brq (2.5) 12,12, 14 11,15 20

14 57.5,CH 1.07, br d (2.0) 13 10, 15, 16, 18, 19, 20, 24, 25 10, 12', 20, 16'
15 38.0,C

16 43.1,CH; 1.69, m 16', 17, 17 18

16' 0.87, m 16, 17 10, 15, 17,24 10, 14
17 19.6, CH; 1.74, o/l 16,17, 18, 18 16 25,24
17' 1.45, o/l 16, 16,17, 18, 18'

18 45.2,CH; 1.36, m 17,17, 18' 20, 25
18’ 1.22, m 17,17, 18

19 35.0,C

20 33.4,CH; 0.92,s 14, 18, 19, 25 13, 14, 18
21 15.7, CH; 1.76, s 2,3,4

22 70.1,CH 2.63,brs 6,7,10,11, 12,23 1,6,12',9,23
23 19.7,CH; 1.27,s 10, 11, 12,22 1,12,22,17
24 17.9, CH; 1.21,s 10, 14, 15, 16 17

25 23.6,CH; 1.02, s 14, 18, 19, 20 17, 18
26 172.3,C

27 21.8,CHs 2.05,s 26 25,23,24




Figure S8 — '"H NMR spectrum (500 MHz, CD3;0D) of 2
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Figure S9 — 3C NMR spectrum (150 MHz, CD30D) of 2 (formic acid impurity 8¢ 170.3)
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Figure S10 — COSY NMR spectrum (500 MHz, CD3;OD) of 2
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Figure S11 — HSQC NMR spectrum (500 MHz, CDs;0OD) of 2
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Figure S12 — HMBC NMR spectrum (500 MHz, CDsOD) of 2

L

J

§ = £ ==
3 - - Q: = =
: N
b
’ §
- - e S R -
F2 Chemical Shift (ppm) ~ 55 50 45 40 35 30 25 20 15 10
Figure S13 — NOESY NMR spectrum (500 MHz, CD30D) of 2
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Figure S14 — HRESIMS analysis of 2
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Table S3 — NMR data for suberitenone F (3) (600 ('"H) and 150 (**C) MHz, CD;OD).

pos dc, type on gCOSY gHMBC NOESY

I 660,CH  430,dd (5.6,323) 2,6,21 2,3,5 8,5, 22,23

2 1458,CH  685,dq(5.5, 1.4) 1,21 1, 4,6,21 5.6

3 1369,C

4 2026,C

5 385,CH,  2.83,dd (159, 12.8) 5.6 14,6 2,8,22

5 231, (16.1,2.8) 5.6 1,3,4,6 1,8,22

6  454,CH 2.90, m 15,5 1,4,7 2,8,22

7 1372.C

8 1289, CH 5.67,1(3.2) 9 6,9, 10, 22 1,5,56, 10,23
9 24.1,CH, 2.12, o/l 8,10 7,8, 10 23,24

10 468, CH  1.60,dd (11.3,5.9) 9 9,11,15,16,22,23,24 8,12, 14,16
11 380,C

12 398, CH, 2.16, ol 12,13 23,11, 10, 22, 10, 14, 16, 22
12 153, dd (15.0, 2.7) 12,13 10, 11, 13, 14, 23 22,23

13 723,CH 561, dt (44,24 12,12, 14 11,15 20

14 572.CH 113.d 2.1 13 10, 12501’555’65518’ 19 10,12, 16 18, 20
15 380,C

16 43.5,CH, 172, ofl 16, 17, 17" 14,18 9,10, 24

16 0.99, o/l 16,17, 17"

17 19.6,CH, 173, ofl 16,16, 17", 18, 18’ 24,25

17 1.46, m 16,16, 17', 18, 18

18 45.1,CH» 139, m 17,17, 18" 20,25

18 1.24,1d (13.1,3.9) 17,17, 18 19,25 20

19 348,C

20 33.8, CH; 0.96, s 14, 18, 19, 25 13, 14, 18, 18", 25
21 15.6, CH; 178, s 1,2 2,3, 4

22 753,CH 3.15, s 6,7,8,10,11,12,23  1,5,5.,6,12, 12,23
23 208, CH; 0.99, s 10, 11, 12, 22 18,9, 22,24, 27
24 17.6, CHs 134, s 10, 14, 15, 16 9,16, 17,23, 25
25 238, CH; 1.04, s 14, 18, 19, 20 17, 18, 20, 24, 27
26 1724,C

27 219, CH; 2.04, s 26 23,24, 25




Figure S15 — '"H NMR spectrum (600 MHz, CD;0D) of 3
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Figure S16 — '3C NMR spectrum (150 MHz, CD;0D) of 3
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Figure S17 — COSY NMR spectrum (600 MHz, CD;OD) of 3
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Figure S19 — HMBC NMR spectrum (500 MHz, CD30D) of 3
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Figure S21 — HRESIMS analysis of 3
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Table S4 — NMR data for suberitenone G (4) (500 (*H) and 150 (!3*C) MHz, CD;0D).

pos  dc, type dn gCOSY gHMBC NOESY
1 647.CH 4.14,brt (4.2) 2,6 3,5 5.5.23
2 145.5, CH 6.80,dq (1.5, 5.6) 1,21 1,4,6,21 6

3 136.8, C

4 202.2,C

5 377,CH, 2.82,dd(162, 13.4) 5.6 1,4,6 1,8

5 2.18,dd (16.2, 3.6) 5,6 1,4,6,7 1,8

6 38.8, CH 3.39, m 1,5,5' 2

7 135.7,C

8 1472, CH 6.78, m 9 6,10 55

9 24.6, CH, 2.52, m 8, 10 7,8,10, 11 16', 23, 24
10 54.7, CH 1.71, 0/1 9 9,11,12,16,22,23,24 14, 16'
11 45.7,C

12 394, CH; 2.13,dd (15.5,2.7) 12', 13 10, 11, 13, 14, 23 23

12' 1.69, o/1 12,13 11, 22,23 14

13 71.3, CH 5.61,q(3.2) 12,12, 14 20

14 56.5, CH 1.13, m 13 10, 15, 16, 18, 19, 20, 24, 25 10, 12', 20
15 39.0,C

16 42.6,CH; 1.76, o/l 16', 17, 17' 14, 18, 24

16' 0.98, m 16,17, 17 9,10
17 19.4, CH; 1.77, o/l 16, 16', 18, 18' 16, 18

17 149, m 16,16, 17, 18,

18

18 449, CH» 1.40, m 17,17', 18’

18' 1.24, m 17,17', 18

19 34.8,C

20 33.5,CHs; 0.95,s 14, 18, 19, 25 13, 14
21 15.6, CH; 1.79, s 2 2,3,4

22 205.5,C

23 19.6, CH; 1.27,s 10, 11, 12, 22 1,9, 12,24,27
24 18.1, CH3 1.42,s 10, 14, 15, 16 9,23, 25,27
25 23.7,CH; 1.04,s 14, 18, 19, 20 24,27
26 172.0, C

27 21.8,CH3 2.04,s 26 23,24, 25
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Figure S23 — 3C NMR spectrum (150 MHz, CD3;0D) of 4 (formic acid impurity 8¢ 170.3)
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Figure S24 — COSY NMR spectrum (500 MHz, CD3;OD) of 4
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Figure S25 — HSQC NMR spectrum (500 MHz, CD3;OD) of 4
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Figure S26 — HMBC NMR spectrum (500 MHz, CDsOD) of 4
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Figure S27 — NOESY NMR spectrum (600 MHz, CD30D) of 4
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Figure S28 — HRESIMS analysis of 4

x104 - Scan (0.113 min) PSC18-16-16i-JKB06-negMS.d

477.2416
3.59
3,
2.5
2 441.2643
1.5+
479.2451
1,
437.2464 447.2747 4752697 489.2854
0.5 445.3326 459.2744 483.2706
439.2446 : 455.2140 ‘ 465.2441  469.2355 ‘
04 [ I H\‘ P P I O R IR P TR B S ‘ ‘ I L
438 440 442 444 446 448 450 452 454 456 458 460 462 464 466 468 470 472 474 476 478 480 482 484 486 488 490
Counts vs. Mass-to-Charge (m/z)
| | | C27H3805] 98.5| 44227288 | | -2 2.16] -096| 0.113]
Species VR lon Formula W8 miz ¥R Height 78 Score (MFG) W8 Score (MS) W8 Score (mass) WH Score (iso. sbund) 78 Score (iso. spacing) 78
- | (M-H)- | | 4212625) 113932 | 95| 99,95 9543 99_29|
: miz 7R miz (Calc) 7R Diff (ppm) ¥+ Diff (mDa) ¥+ Height ¥+ Height (Calc) W+ Height % =748 Height % (Calc) ¥+ Height Sum % <7+ Height 5u
4412645 4412646 042 02 11993.2 118356 100 100 746
442 768 442 268 013 01 32849 35292 274 238 204
----- 4437718 443771 -1.81 -0.8 7244 629.1 6 53 45
----- 444 7767 444 7737 -6.68 -3 745 831 06 07 05
Species W lon Formulz W48 m'z 78 Height W48 Score (MFG) ¥ Score (MS) 748 Score (mass) ¥ Score (iso. sbund) W8 Score (iso. spacing) 78
[ (M+Cl)- 4772413 145475 9243 95.81 786 9425
[ (M+HCOO)- 4852853 7007.3 3073 3569 0 577

25



Table S5 — NMR data for suberitenone H (5) (500 (*H) and 150 (!3*C) MHz, CD;0D).

pos dc, type du gCOSY gHMBC NOESY

1 66.6, CH 4.46, br t (3.3) 2,6 2,3,5 22',28
2 88.6, CH 3.52,t(3.6) 1,3 1,3,4,6,21,28 21,28
3 44.6, CH 3.03, m 2,21 2,4,21 5

4 214.6,C

5 37.4, CH, 2.65,t(13.7) 5,6 1,4,6,7 3

5 2.23,dd (4.7, 13.8) 5,6 1,3,4,6 8,8

6 48.3,CH 1.81, 0/1 1,5,5,8 57,8 8,28

7 75.1,C

8 38.7, CH, 1.91, o/l 6,8,9,9 10, 22 5'

8' 1.21, 01 8,9,9 5,6

9 18.0, CH, 1.66, td (12.8, 3.4) 8,8,9,10 10, 11, 15

9 1.57, m 8,8,9,10 10, 11, 15 16

10 59.7, CH 0.99, dd (12.3, 2.5) 9,9 12', 14, 22'
11 35.5,C

12 48.1, CH» 1.88, o/ 12', 13 10, 11, 13, 14, 22,23

12' 1.32, m 12, 13 10, 14
13 72.3, CH 5.48,brq (3.2) 12,12, 14 11, 15 20

14 57.7, CH 1.14,br s 13 10, 12, 15, 16, 18, 19, 20, 24, 25 10, 12', 16’
15 38.3,C

16 43.0, CH> 1.77 o/l 16', 17, 17 10, 14, 15, 24 9

16' 0.92, o/ 16,17, 17 14

17 19.7, CH» 1.77, o/l 16, 16, 17, 18, 18' 15 24,25
17 1.47, m 16, 16,17, 18, 18'

18 45.4, CH, 1.37,0/1 17,17, 18' 20, 25
18' 1.23, 0/l 17,17, 18

19 35.0,C

20 33.3,CH; 091,s 14, 18, 19, 25 13,18
21 10.4, CH3 1.02,d (6.8) 3 2,3,4 2,28
22 55.3, CH; 1.81, 0/1 7,8,10, 11,23 23

22 1.15/ o/l 1,10
23 23.4, CH3 1.37,s 10, 11, 12, 22 22,25,27
24 17.9, CH3 1.23,s 10, 14, 15, 16 17,25, 27
25 23.7, CH; 1.04, s 14, 18, 19, 20 17, 18é723’ 24,
26 172.3,C

27 21.8, CH; 2.03,s 26 23,24, 25
28 59.1, CH; 3.35,s 2 1,2,6,21
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Figure S29 — "H NMR spectrum (500 MHz, CD30D) of 5
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Figure S30 — '3C NMR spectrum (150 MHz, CD;0D) of 5
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Figure S31 — COSY NMR spectrum (500 MHz, CD3OD) of §
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Figure S32 — HSQC NMR spectrum (500 MHz, CDs0D) of §
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Figure S33 — HMBC NMR spectrum (500 MHz, CDsOD) of §
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Figure S34 — NOESY NMR spectrum (600 MHz, CD30D) of §
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Figure S35 — HRESIMS analysis of §

x10 5 |- Scan (0.154 min) JKB09-negMS.d
97 * 523,3201
8,
7,
6,
5,
4
3,
2,
1 513.2997
0 417.3751 433.3692 449.2915 491.3019 | N 540.3182
400 405 410 415 420 425 430 435 440 445 450 455 460 465 470 475 480 485 490 495 500 505 510 515 520 525 530 535 540 545
Counts vs. Mass-to-Charge (m/z)
| | C28H4608 97.96| 47833007 13 13 063) 0.104]
Species W lon Formulza W8 miz W48 Height V8 Score (MFG) W8 Score (MS) W8 Score (mass) W8 Score (iso. sbund) W Score (izo. spacing) 78
(M-H)- 4773236 992 4319 90.7 0 0
(M+Cl)- 513.2954 197481 597.96 99.21 94.42 9968
(M+HCOO)- 523.3284| 1482503 9753 98.22 946 99.66
miz R miz (Calc) v+ Diff (ppm) %R Diff (mDa) R Height ¥R Height (Calc) 7R Height % 578 Height % (Calc) 7R Height Sum % 78 Height Su
5733284 5233276 136 07| 1482503 143728 5 100 100 737
524 3315 524.3311 -0.78 04 428101 46296.3 285 322 213
h25.3348 5253338 -1.88 -1 a738 9575.2 59 &7 43
526.3377 526.3366 -223 -1.2 12455 1484 08 1 06
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Table S6 — NMR data for suberitenone I (6) (500 ('H) and 150 (!*C) MHz, CD;0D).

pos  dc, type On gCOSY gHMBC NOESY
1 71.0, CH 4.17brt(2.7) 2,6 2,5,7 5

2 79.9, CH 4.03,brs 1,3 1,4,6,8 21

3 48.1,CH 2.64, m 2,21

4 212.8,C

5 46.7,CH, 2.83,dd(16.2,5.2) 5,6 1,4,6,7 1

5 2.30,dd (16.2, 2.5) 5,6 1,4 8

6  455,CH 2.68, m 1,55 22

7 132.0,C

8 70.8, CH 3.79,dd (9.4, 6.6) 9,9 7,9,22 5', 10, 21
9a 26.0, CH, 1.90, o/ 8,9 7,8,10,11, 15 16

9 1.67,td (12.4,9.5) 8,9,10 8,10, 11 23

10 55.1,CH 1.13, 0/1 9 8,9,11, 12, 14, 15, 16, 22, 23,24 8,12',22
11 37.1,C

12 44.3,CH; 1.88, o/l 12,13 10, 11, 13, 14 22,23
12' 1.41,dd (14.6, 3.7) 12,13 11,22 10, 14, 22
13 72.1,CH 5.49,q (3.1) 12,12, 14 20

14  57.7,CH 1.12, 0/l 13 10, 12, 15, 16, 19, 24 12', 16', 20
15 38.0,C

16 42.6,CH; 1.74, o/l 16,17, 17" 14,18 9

16' 0.85,td (13.1, 3.9) 16,17, 17 10, 15,17, 24 14

17 19.5,CH» 1.78, o/l 16, 16', 17, 18, 18'

17 1.49, m 16, 16', 17, 18, 18'

18  45.3,CH» 1.36, m 17,17, 18" 20, 25
18' 1.23, o/l 17,17, 18'

19 35.0,C 17,17, 18

20 33.1,CH3 091, s 14, 18, 19, 24 13, 14, 18
21 11.6,CH; 1.19,d (6.8) 2,3,4 2,8

22 140.9,CH 5.24,s 6,8,10,11, 12,23 10,23,12,12,6
23 23.7, CH3 1.26, s 10, 11, 12, 22 9',12,22,25,27
24 18.1,CH; 1.24,s 10, 14, 15, 16 25,27
25 23.5,CHs 1.03, s 14, 18, 19, 20 18, 23, 24, 27
26 172.1,C

27 21.8,CH; 2.04,s 26 23,24, 25




Table S7 — Assigned NMR data for compound 7 (500 ('H) and 150 ('*C) MHz, CD3;0D) using

correlations observed when acquiring data on 6.

pos  dc, type OH gHMBC NOESY
1 64.4, CH 4.38,brt (4.3)
2 1454,CH 6.84, dd (5.6, 1.3) 4,6,21
3 137.1,C
4 202.7,C
5 376,CH> 2.72,dd (16.3,13.7)
5' 2.21,dd (16.2, 3.6)
6 40.5, CH 3.14, m
7 135.9,C
8 70.3, CH 4.30, m 7,22 10
9a 294,CH, 2.11,dd (12.5,7.8) 7
9 1.59, o/l
10 54.5,CH 1.37, o/ 8
11 36.7,C
12 44.8,CH> 1.89, o/l
12' 1.48, o/l
13 72.2,CH 5.50,q (2.3)
21 15.6,CH3 1.78, s 2,34
22 140.1, CHs 5.11,s 6,8,10, 11, 12
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Figure S36 — '"H NMR spectrum (600 MHz, CD;0D) of 6
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Figure S37 — '3C NMR spectrum (150 MHz, CD;0D) of 6
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Figure S38 — '"H NMR spectrum (600 MHz, CD;0D) of 7
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Figure S39 — COSY NMR spectrum (500 MHz, CD30D) of 6
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Figure S40 — HSQC NMR spectrum (500 MHz, CD30D) of 6 (extra signals due to conversion to 7
during acquisition).
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Figure S41 — HMBC NMR spectrum (500 MHz, CD30D) of 6 (extra signals due to conversion to 7

during acquisition).
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Figure S42 — NOESY NMR spectrum (600 MHz, CD30D) of 6 (extra signals due to conversion to 7
during acquisition).
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Figure S43 — HRESIMS analysis of 6

x10 6

0.8+
0.6
0.4+

0.2

- Scan (0.148 min) JKB10_negMS.d

443.2798

452.9220

475.2695

479.2561

*489.2858

4862311 |

Best ¥ W MName ¥R Formula F 8 Score™ "R Mazszs 7R Mass (DE) W8 Mass (MFG) w8 Diff (ppm) w8

Counts vs. Mass-to-Charge (m/z)

436 438 440 442 444 446 448 450 452 454 456 458 460 462 464 466 468 470 472 474 476 478 480 482 484 486 488 490 492 494 496

5 | | C27H4005 99.85| 44428732 | | 057|
Species T lon Formula W8 miz W8 Height 78 Score (MFGE) 78 Score (M3) T8 Score (mass) v =
(M-H]- 443 2799 egiy 7942 585
[(M+CI)- 4792562 69731 21.3% 97.16
(M+HCOO)- 4852865 1971691 59.85 59.76
miz T8 miz (Cale) ¥R Oiff (ppm) v R Oiff (mDa) w8 Height v R Height (Cale) w48 Height % v 48| He
4892855 485 2858 0.54 03| 1571651 196111.7 100
490 285 450 2852 0.35 0.2 6055857 6023383 0.7
491 2917 491 292 063 0.3 11455.3 11336.4 8
492 2972 492 2047 -5.05 -28 13523 17525 0.7
4932995 493 2974 -4.26 =21 236 20094 0.1
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Figure S44 — Chromatogram of C18 HPLC separation of 6 and 7 at 210 nm and their UV/Vis spectra.

Datafile Name:JB10-1.lcd
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Table S8 — NMR data for secosuberitenone A (8) (600 ('H) and 150 ('*C) MHz, CDCl).

pos dc, type on gCOSY gHMBC NOESY
1 63.6. CH 431, brt 2.6.21 2.3.5 2.6.22
2 1417, CH 6.78. br d (4.4) 121 1.4,6.21 1.8
3 137.6,C
4 200.0 C
5 37.3, CH, 2.84.m 5.6 1.4.6 8,22’
5 2.36, ofl 5.6 1.3.4.6 g
6 455, CH 2.75.m 1.5.5,22 1.4 1,8
7 148.8, C
8 34.2. CH, 235, ofl 8.9 7.9.10,22
8’ 1.86 ofl 89,9’ 6.7.9,22 2.6.12
9 22,5, CH, 176, ol 8.8, 0 7.8.10, 11 17,22
9’ 152, ofl 8.8.9. 10 7.8.10. 11 2
10 57.5,CH 1.68. m 9°.23.23  8.11,12. 15, 16,24 14
11 1444, C
12 47.8, CH, 234, ofl 13,23.23 11,13.23 8. 13,22
13 69.5. CH 438, brt 12. 14 12, 14, 16’, 20
14 57.6, CH 1.08, ol 13 13,15, 1295 20,24, 10, 13,20
15 412,C
16 422, CH, 178, o/l 16, 11; 17 16°,25
16’ 1.07, o/l 16, 17,17 13,16
17 19.7, CH, 1.64, m 16, 16", 18
, 16, 16, 17,
17 150, m o
18 44.0, CH, 139, m 16, 1178 17, 18°,20
18’ 119, m 17,18 17, 25 18
19 34.6, C
20 33.8, CHs 101, 25 14,15, 17. 19,25 13, 14, 16, 18
21 15.8. CH, 1.84, s 1.2 1.2,3.4
22 112.4, CH, 5.16. s 2 1.6.7.8 9.9, 22
22’ 492, s 6.22 1.6.7.8 1,5,22,23,23
23 110.4, CH, 5.03. s 10, 12,23’ 10, 11, 12 22723
23’ 477 s 10, 12,23 10,11, 12 22°.23
24 17.3, CHs 1.00, s 10, 14, 15. 16 25
25 23.8. CHs 122, 20 14,18, 19,20 24
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Figure S45 — '"H NMR spectrum (600 MHz, CDCl3) of 8
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Figure S46 — '3C NMR spectrum (125 MHz, CDCI3) of 8
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Figure S47

— COSY NMR spectrum (600 MHz, CDCI3) of 8
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Figure S48 — HSQC NMR spectrum (600 MHz, CDCI3) of 8
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Figure S49 — HMBC NMR spectrum (600 MHz, CDCI3) of 8
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Figure S51 — HRESIMS analysis of 6

x103 - Scan (0.137 min) SHO02-neg.d
3.5

421.2520

431.2812

374.2206
'] 308.9983 396.9976

o T WH L

310 320 330 340 350 360 370 380 300 400 410 420 430 440 450 460 470 480 480 500 510
Counts vs. Mass-to-Charge (m/z)

Best Vw4 Name ¥ Formula W8 Score™ W48 Mass ¥ Mass (DB) W+ Mass (MFG) 7w Diff (ppm) 7=

S | | C25H3803 78.24| 38628256 | | -1.19|
Species T lon Formula W miz W+ Height W Score (MFG) W Score (MS) ¥4 Score (mass) W8 S
EI (M+CI)- 4212531 14687 71.42 95.83
- (M+HCOO)- 4312814 1085.7 78.24 595.21

miz R miz (Calc) v Diff (ppm) R Diff (mDa) = Height v+ Height (Calc) "+ Height % v+ He
431.2814 431.2803 -2.51 -11 1085.7 10526 100
4322843 432 2837 -1.25 -06 26597 3027 248
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Table S9 — NMR data for norsuberitenone A (8) (500 (‘H) and 125 (!3C) MHz, CD;0D).

pos dc, type Ou gCOSY gHMBC NOESY
1 61.0, CH, 2.21,d (13.1) 1,16 2,5,6,7,16 57
1' 1.90,dd (13.1,2.4) 1,3 2,3,5,6,7,16 16
2 215.1,C

3 42.4, CH, 2.37, m 3,4 2,4 5

3 233, m 1, 3,4 2,5

4 23.3, CH, 2.05, m 3,45 2,3,6

4' 1.78, o/l 34,5 3,5,6

5 58.1, CH 1.56, dd (12.7, 3.0) 4,4 1,4, 6, 10, 16, 17 1,3,9
6 39.5,C

7 51.2, CH; 1.76, o/l 7,8 6,8,9, 16

7' 1.52,dd (14.1, 3.3) 7,8, 16 1,6, 16 1

8 68.6, CH 4.44,q (2.5 7,7,9 15

9 58.7, CH 1.02,brd (2.1) 8 8,10, 13,14, 15, 17 5
10 38.6,C

11 43.6, CH, 1.75, o/l 11',12, 12 9

11' 1.03, o/l 11,12, 12

12 19.8, CH» 1.78, o/l 11,11, 12,13, 13’ 17, 18
12' 1.45, m 11,11, 12, 13, 13’

13 45.4, CH; 1.35, m 12,12, 13' 15
13’ 1.24, m 12,12, 13

14 35.2,C

15 33.8, CH; 0.98, s 9,13,14, 18 8,13,18
16 22.2, CH; 1.16, s 1,7 1,5,6,7 1
17 17.7, CH; 1.25,s 5,9,10,11 12
18 24.1, CH; 1.23,s 9,13,14, 15 12, 15
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Figure S52 — '"H NMR spectrum (500 MHz, CD;0D) of 8
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Figure S53 — 3C NMR spectrum (150 MHz, CD3;0D) of 9 (formic acid impurity 8¢ 170.3)
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Figure S54 — COSY NMR spectrum (500 MHz, CD3OD) of 9
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Figure S55 — HSQC NMR spectrum (500 MHz, CDsOD) of 9
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Figure S56 — HMBC NMR spectrum (500 MHz, CDs0OD) of 9
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Figure S57 — NOESY NMR spectrum (600 MHz, CD30D) of 9
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Figure S58 — HRESIMS analysis of 9
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Table S10 — Crystal data and structure refinement for neosuberitenone A (1)

Empirical formula
Formula weight
Temperature/K
Crystal system
Space group

a/A

b/A

c/A

a/°

pre

v/°

Volume/A®

V4
pealcg/em’

p/mm’!

F(000)

Crystal size/mm?

Radiation

20 range for data collection/®
Index ranges

Reflections collected
Independent reflections
Data/restraints/parameters
Goodness-of-fit on F?

Final R indexes [[>=2c (1)]
Final R indexes [all data]
Largest diff. peak/hole / e A

Flack parameter

C27H4004

428.59

100.00

monoclinic

Cc2

24.7343(6)

6.27570(10)

18.2166(4)

90

125.2637(7)

90

2308.80(9)

4

1.233

0.636

936.0

0.58 x 0.21 x 0.17

CuKa (A =1.54178)

5.942 to 159.866
-31<h<31,-7<k<7,-22<1<22
21421

4852 [Rint = 0.0409, Rsigma = 0.0334]
4852/1/290

1.058

R1 =0.0330, wR2 = 0.0879
R =0.0332, wR, = 0.0881
0.24/-0.20

0.06(6)
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Table S11 — Crystal data and structure refinement for suberitenone E (2)

Empirical formula C27H400s

Formula weight 444.59

Temperature/K 298.00

Crystal system monoclinic

Space group P2,

alA 6.7821(2)

b/A 8.9780(3)

c/A 20.5457(6)

a/° 90

pre 95.5970(10)

y/° 90

Volume/A? 1245.06(7)

V4 2

Pealeg/cm’ 1.186

p/mm’! 0.638

F(000) 484.0

Crystal size/mm? 0.4 x0.16 x 0.07
Radiation CuKoa (A =1.54178)

20 range for data collection/° 8.648 to 158.82

Index ranges -8<h<8,-9<k<10,-26<1<25
Reflections collected 28530

Independent reflections 5185 [Rint = 0.0572, Rsigma = 0.0426]
Data/restraints/parameters  5185/2/299
Goodness-of-fit on F? 1.079

Final R indexes [[>=2c (I)] Ri=0.0465, wR> =0.1281
Final R indexes [all data] R =0.0504, wR»> =0.1325
Largest diff. peak/hole / e A 0.20/-0.20

Flack parameter 0.04(11)
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Figure.S59. Ellipsoid plot of neosuberitenone A (1). Anisotropic displacement parameters were

drawn at 50% probability level.

Figure.S60. Ellipsoid plot of suberitenone E (2). Anisotropic displacement parameters were drawn

at 50% probability level.
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Figure S61. Antiviral activity and cytotoxicity of selected compounds. A549 Cells were infected with
rA2-Rluc for 1h (a) or left uninfected (b) then treated in triplicate with serially diluted purified
compounds. 24h post-infection, antiviral activity was determined by Renilla luciferase assay (a) and
cytotoxicity was measured by MTT assay (b). Values are normalized to DMSO-treated cells. Shown are
means = SEM.

Table S12. ICs values of isolated compounds against RSV.

Compound ECso (uM)
Neosuberitenone A (1) >50
Suberitenone E (2) 20.5
Suberitenone F (3) 9.8
Suberitenone G (4) 11.0
Suberitenone H (5) 10.9
Suberitenone A (9) 7.9
Suberitenone B (10) 3.5
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