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GS-MB-P-15 #2412 RT: 21.04 AV: 1 NL: 7.49E6
T: FTMS + p ESIFull ms [166.70-2500.00]
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Supplementary Note Figure 1: HR-ESI-MS spectrum of tartrolon D (4) from Gynuella sunshinyii (m/z 838.4935
[M+NH4]*, m/z 843.4475 [M+Na]*) (n =1).
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Supplementary Note Figure 2: 'H NMR spectrum of tartrolon D (4) from Gynuella sunshinyii in CD;0D (n =
1).



GS-MB-P-15 #2476 RT: 21.60 AV: 1 NL: 2.90E6
T: FTMS + p ESIFull ms [166.70-2500.00]
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Supplementary Note Figure 3: HR-ESI-MS spectrum of tartrolon F (5) from Gynuella sunshinyii (m/z 840.5090
[M+NH4]*, m/z 845.4635 [M+Na]®) (n = 1).
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Supplementary Note Figure 4: '"H NMR spectrum of tartrolon F (5) from Gynuella sunshinyii in CD:0D (n =
1).
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Supplementary Note Figure 5: HSQC spectrum of tartrolon F (5) from Gynuella sunshinyii in CD;0OD (n = 1).
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Supplementary Note Figure 6: COSY spectrum of tartrolon F (5) from Gynuella sunshinyii in CD;0D (n = 1).
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Supplementary Note Figure 7: HMBC spectrum of tartrolon F (5) from Gynuella sunshinyii in CD30D (n =
1).
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Supplementary Note Figure 8: NOESY spectrum of tartrolon F (5) from Gynuella sunshinyii in CD30D (n =
1).



GS-MB-P-17 #2669 RT: 2328 AV: 1 NL: 1.14E6
T: FTMS + p ESIFull ms [166.70-2500.00]

100+ 8425243

507 8435275

155 8445303

834.5341 837.2017 8385308 5405076 841.8777

845.5329 850.4874

847.4791

848.4824

849.4854

856.5392
I 857.5429
J.

346.‘5355 851.4883 852,5450 854.5240

,_859.5214

T

miz

T T T T T T T T T T T
834 836 838 840 842 844 846 848 850 852 854 856 858

T
860 862

Supplementary Note Figure 9: HR-ESI-MS spectrum of tartrolon G (6) from Gynuella sunshinyii (m/z 842.5243
[M+NH4]*, m/z 847.4791 [M+Na]*) (n = 1).
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Supplementary Note Figure 10: '"H NMR spectrum of tartrolon G (6) from Gynuella sunshinyii in CD30D (n =

1.
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Supplementary Note Figure 11: HSQC spectrum of tartrolon G (6) from Gynuella sunshinyii in CD;0D (n =

1).
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Supplementary Note Figure 12: COSY spectrum of tartrolon G (6) from Gynuella sunshinyii in CD30D (n =
1).
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Supplementary Note Figure 13: HMBC spectrum of tartrolon G (6) from Gynuella sunshinyii in CD;0D (n =
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Supplementary Note Figure 14: NOESY spectrum of tartrolon G (6) from Gynuella sunshinyii in CD3;0D (n =

1).
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Supplementary Note Figure 15: ESI-MS? spectrum of tartrolon G (6) from Gynuella sunshinyii (n = 1).
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T: FTMS + p ESIFull ms [200.00-2000.00]

100

963.7126

964.7153

965.7195

960.6982 967.6845
[

980.7391

985.6940

981.7425

982.7453

983.7480

1

986.6973

987.7001

1001.6685

988.7040 1002.6713

10036747

952,?91.8 9557029 ) , l | 96[95909
0 L AMad et aases Aoatt Manad Madt aansd hesl ettt Mend Mendd Maas Mased Aot Matas Meaad lanas 1end et
955 960 965 970

975

980
miz

985

T

9897066 9927449 9956993
. o,
; r r T - T - T T T T T T T
990 995 1000 1005

Jt
Tty

Supplementary Note Figure 16: HR-ESI-MS spectra of 10-12. A: leptolyngbyalide A (10) (m/z 1055.6403,
1057.6370 [M+H]", m/z 1072.6664, 1074.6653 [M+NH4]", m/z 1077.6213, 1.79.6201 [M+Na]"), B: leptolyngbyalide
B (11) (m/z 977.7289 [M+H]", m/z 994.7554 [M+NH4]", m/z 999.7105 [M+Na]") and C: leptolyngbyalide C (12) (m/z
963.7126 [M+H]", m/z 980.7391 [M+NH4]", m/z 985.6940 [M+Na]") from Leptolyngbya sp. PCC 7375 (n = 1).
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Supplementary Note Figure 17: "TH NMR spectrum of leptolyngbyalide A (10) from Leptolyngbya sp. PCC
7375 in CDClz (n = 1).
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Supplementary Note Figure 18: HSQC spectrum of leptolyngbyalide A (10) from Leptolyngbya sp. PCC 7375
in CDClz(n=1).
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Supplementary Note Figure 19: COSY spectrum of leptolyngbyalide A (10) from Leptolyngbya sp. PCC 7375
in CDClz(n=1).
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Supplementary Note Figure 20: HMBC spectrum of leptolyngbyalide A (10) from Leptolyngbya sp. PCC 7375
in CDClz(n=1).
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Supplementary Note Figure 21: NOESY spectrum of leptolyngbyalide A (10) from Leptolyngbya sp. PCC 7375
in CDCL; (n =1).
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Supplementary Note Figure 22: 'H NMR spectrum of leptolyngbyalide B (11) from Leptolyngbya sp. PCC 7375
in CDCL; (n =1).
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Supplementary Note Figure 23: HSQC spectrum of leptolyngbyalide B (11) from Leptolyngbya sp. PCC 7375
in CDCL; (n =1).
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Supplementary Note Figure 24: COSY spectrum of leptolyngbyalide B (11) from Leptolyngbya sp. PCC 7375
in CDCL (n =1).
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Supplementary Note Figure 25: HMBC spectrum of leptolyngbyalide B (11) from Leptolyngbya sp. PCC 7375
in CDClz(n=1).
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Supplementary Note Figure 26: NOESY spectrum of leptolyngbyalide B (11) from Leptolyngbya sp. PCC
7375 in CDClz (n = 1).
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Supplementary Note Figure 27: '"H NMR spectrum of leptolyngbyalide C (12) from Leptolyngbya sp. PCC 7375
in CDCl3 (n =1).
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Supplementary Note Figure 28: HSQC spectrum of leptolyngbyalide C (12) from Leptolyngbya sp. PCC 7375
in CDClz(n=1).
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Supplementary Note Figure 29: COSY spectrum of leptolyngbyalide C (12) from Leptolyngbya sp. PCC 7375

in CDCL: (n = 1).

O
1 JL L Ul MJMM_H
- " 5 o 3t

S ML Ao
+
.

- %
T T — T — —
1 F2[ppm]

m}
. —
3 5 4 3 2

7

Supplementary Note Figure 30: HMBC spectrum of leptolyngbyalide C (12) from Leptolyngbya sp. PCC 7375

in CDCl; (n = 1).
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Supplementary Note Figure 31: NOESY spectrum of leptolyngbyalide C (12) from Leptolyngbya sp. PCC 7375
in CDCL; (n =1).



00k 0S014 0001 056 006

[ T T T T T T T B BN}

0s8 008

1l

0SL 00£

059

Zw
009 0SS 00S

| B |

(U14

T A AR

00y 0S¢

1

00€

|

052 002 051

IR T T N B B B

00k

i .l

T T
| 9569266 mm&. 1o 20

€£09'6501

12z9'LL0L

2129°2.01 :SSe\ 10ex3
2L OBNIgEBHLSD teinuwuo [BDIWBYD

018€°128 :SSeN JoEX]
L OBNIGLOHH D eInwIo g [EdlWeyD

19268

. LLvy'eTs
GEGE68L

9SSy LyL

L0.£'€08

96¥€'€89

018€'128

__k_____>___,_____

|

9.6€'5¥9

_ ﬁ 4
69.E°€LS

899L°LLS

2861°6€S
£80€°LLY

298Tsvy

1zeT L9

€19z LIy

S05Z'66€

9160°'65€

=)

T
8¥50'L6

T

80€1'SET TeL0€9L
6190'6.1

[t}

sseoiie GSZL'LST

o [} o 0 o 0 o 0 o [} =) 0 o 0 o ') =)
= @© o ~ ~ © © 0 ) < < © ® 39 39 - -

[t}
=3

LI L I B L R B R R R RN R RN EE R

I
o
1=}

[00°0Z11-29'72] 00°'GEPOUDIZY' LL0) ZSW N 1S3 d + SNLS 'L

SIEVLTIN LAV L9'6Y (LW C9SL# 9L2e0zhLiovl ¥-L1-GL€.00d

1.

de A (10) (n =

HR-ESI-MS? spectrum of leptolynbyali

Supplementary Note Figure 32



A

RT: 0.00-30.11
100+
90

80

704
60

504

404

1.98

3.24

14.56

16.44

16.83

16.68

f
|
)

\17.11
A
|
“

17.38 _18.12 2049 21.56 23.18 24.08

25.59 26.17

NL:

2.85E8
Base Peak
miz=
371.2174-
371.2212
Ms
Aq78-3L-
DAY2-Sup2

28.32 29.09

11.25

14.57

1363 1418 }\ 14.90

16.80

17.13

2291 2421

NL.

714E7

Base Peak
miz=
371.2174-
371.2212
MS
aqg349_sup_n
ormal

27.86 28.95

12

T
14

T
16

, 1'7,'%5 18.09 20.53 21.23
P e e s

T T T
18 20 22

24

26.11
T
26

T T
28 30

Time (min)

AQq78-41-6 #1934 RT: 16.87 AV: 1 NL: 2.88E8
T: FTMS + p ESIFull ms [166.70-2500.00]

100

306.2513

313.2164

311.1858

314.2196

315.2231

327.2297

331.2270

332.2303

333.2336 337.2533

343.2632

371.2196

349.2376

348.2258

350.2408

357.2790 366.2644
351.2443 | 360.1709 3652306 ‘ 367.2676
Pt E L

372.2228

373.2260 3802798
I |

305

(n=1).

320.1860
T
20

330 340

34

5

Supplementary Note Figure 33: HR-ESI-MS spectra of cuniculene 6A from Aquimarina sp. Aq78 and
Aquimarina sp. Aq349. A: Extracted ion chromatogram (m/z 371.2174-371.2212) of the extract from Aquimarina sp.
Aq78 (upper) and Aquimarina sp. Aq349 (lower). B: HR-ESI-MS spectrum of cuniculene 6A (14) from Aquimarina
sp. Aq78 (m/z 349.2376 [M+H]", m/z 371.2196 [M+Na]*, m/z 331.2270 [M+H-H:0]", m/z 313.2164 [M+H-2H>0]")
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Supplementary Note Figure 34: 'H NMR spectrum of cuniculene 6A (14) from Aquimarina sp. Aq78 in DMSO-
ds(n=1).
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Supplementary Note Figure 35: HSQC spectrum of cuniculene 6A (14) from Aquimarina sp. Aq78 in DMSO-
ds(n=1).
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Supplementary Note Figure 36: COS

1 F2[ppm]

Y spectrum of cuniculene 6A (14) from Aquimarina sp. Aq78 in DMSO-
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Supplementary Note Figure 37: HMBC spectrum of cuniculene 6A (14) from Aquimarina sp. Aq78 in DMSO-

ds(n=1).
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Supplementary Note Figure 38: HR-ESI-MS spectrum of cuniculene 6B (15) from Aquimarina sp. Aq78 (m/z
609.3577 [M+H]", m/z 631.3394 [M+Na]*) (n =1).
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Supplementary Note Figure 39: '"H NMR spectrum of cuniculene 6B (15) from Aquimarina sp. Aq78 in DMSO-
ds(n=1).
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Supplementary Note Figure 41: COSY spectrum of cuniculene 6B (15) from Aquimarina sp. Aq78 i

(n=1).
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Supplementary Note Figure 40: HSQC spectrum of cuniculene 6B (15) from Aquimarina sp. Aq78 in DMSO-
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Supplementary Note Figure 42: HMBC spectrum of cuniculene 6B (15) from Aquimarina sp. Aq78 in DMSO-
ds(n=1).



Supplementary Note Table 1: NMR chemical shifts of tartrolons F (5) and G (6) in CD30OD.

Compound 5 Compound 6
No. |6c 6y, mult. No. |6c | 6u, mult. Oc 6y, mult.
172. 172.
1 172.2 ' |4 5
2 74.5 |4.15s 2" |74.714.18s 74.6 |4.17 s
3 99.3 3" 199.1 99.2
4 353 |2.050vlp 4" 135.4(2.05 ovlp 355 |2.09m
5 28.9 |1.54 ovlp 5" 1289 |1.54 ovlp 28.9 [1.55 ovlp
1.70 ovlp 1.70 ovlp 1.70 ovlp
6 33.0 |{1.24m 6 [33.0(1.24m 33.2 |1.24 ovlp
1.53 ovlp
7 68.2 |4.27m 7" 167.5[4.03m 67.1 |4.02 ovlp
2.40 (dd, 4.2,
8 49.9 |14.9) 8 144.8|1.44(dd,6.1,6.1) |45.1 |1.40m
2.54 (dd, 8.8,
14.9)
9 211.3 9" 167.9(3.97m 67.1 |4.02 ovlp
2.53 (dd, 8.8,
10 [52.3 |15.8) 10" |45.2 [1.53 ovlp 45.4 [1.46 ovlp
2.63 (dd, 3.9,
15.8) 1.55 ovlp
11 [67.7 [4.08 m 11" [70.83.75m 70.5 |3.76 m
12 [37.7 |1.52 ovlp 12" |37.71.52 ovlp 37.3 |1.48 ovlp
1.57 ovlp 1.57 ovlp 1.61 m
13 [(29.7 |2.18 ovlp 13" {29.7 |2.18 ovlp 30.0 |2.14 ovlp
2.25 ovlp 2.25 ovlp 226 m
135. 135. |5.68 (ddd, 7.8, 7.8,
14 |[135.6|5.70 ovlp 14" |6 5.70 ovlp 6 15.0)
126. 126.
15 |126.86.36 ovlp 15' |8 6.36 ovlp 8 6.36 (dd, 11.0, 15.0)
5.99 (dd, 10.8, 130.5.99 (dd, 10.8, 130.
16 |130.7]10.8) 16' |7 10.8) 6 5.98 (dd, 11.0, 11.0)
129. 129.
17 [129.2|5.29 ovlp 17" |2 5.29 ovlp 0 526 m
18 [24.6 |2.240vlp 18" |24.6 [2.24 ovlp 244 (2.19m
2.30 ovlp 2.30 ovlp 2.38m
19 [36.7 |1.63 ovlp 19' 136.7|1.63 ovlp 363 |1.65m
1.75 ovlp 1.75 ovlp 1.76 m
20 [72.7 |4.99 ovlp 20" |72.7|4.97 ovlp 724 (495 m
21 (204 |1.29(d,6.2) 21" 120.3]1.27 (d, 6.3) 204 [1.26 (d, 6.1)
22 16.7 10.99(d, 6.7) 22' 116.7]1.00 (d, 6.7) 16.6 10.99 (d, 6.7)




Supplementary Note Table 2: NMR chemical shifts of leptolyngbyalides A-C (10-12) in CDCls.

Compound 10

Compound 11

Compound 12

No. O¢ Oy, mult. O¢ Oy, mult. O¢ Oy, mult.
1 165.9 165.9 166.0
2 117.7 5.89s 117.7 5.89s 117.7 5.89s
3 161.3 161.3 161.3
4 51.0 2.03 (dd, 11.8, 11.8) 51.1 2.02(dd, 11.7,11.7) | 51.0 2.03 ovlp
2.37 ovlp 2.35 ovlp 2.37 ovlp
5 26.8 2.26 ovlp 26.8 224 m 26.8 2.26 ovlp
48.2 1.37 ovlp 48.2 1.36 ovlp 48.2 1.37 ovlp
1.49 ovlp 1.48 ovlp 1.49 ovlp
68.8 3.86 ovlp 68.9 3.86 ovlp 68.8 3.86 ovlp
48.4 1.12m 48.4 1.12m 48.4 1.12m
27.3 1.29 ovlp 27.2 1.30 ovlp 27.2 1.32 ovlp
10 44.4 1.32 ovlp 44.4 1.29 ovlp 44.4 1.32 ovlp
1.73m 1.74 ovlp 1.73m
11 76.7 4.25 (dd, 10.3,10.3) 76.7 4.27 br 76.7 4.25 br
12 36.1 1.78 m 36.1 1.78 ovlp 36.1 1.76 ovlp
2.43 (ddd, 4.4, 8.7, 13.1) 244 m 2.43 (ddd, 4.5, 8.9, 14.4)
13 78.6 5.10(d, 4.3) 78.6 5.10(d, 4.3) 78.6 5.10(d, 4.3)
14 87.0 86.8 86.9
15 70.1 4.73 (dd, 3.7, 9.0) 70.1 4.72 (dd, 3.4, 8.9) 70.0 4.73 (dd, 3.7, 8.9)
16 127.5 5.42 (d, 9.0) 127.5 5.42 (d, 8.9) 127.4 5.42 (d, 8.9)
17 137.7 137.7 137.8
18 423 2.06 (dd, 10.9, 13.1) 42.4 2.06 (dd, 10.9,13.2) | 42.3 2.06 (dd, 11.1, 13.1)
2.37 ovlp 2.37 ovlp 2.38 ovlp
19 77.3 3.65(d, 10.9) 77.2 3.65 ovlp 77.2 3.66 (d, 10.6)
20 40.6 40.5 40.6
21 81.6 3.86 ovlp 81.6 3.86 ovlp 81.5 3.86 ovlp
22 35.1 1.48 ovlp 35.2 1.46 ovlp 35.0 1.47 ovlp
1.65 ovlp 1.66 ovlp 1.66 ovlp
23 78.0 4.08 (d,9.7) 78.0 4.07 (d, 9.8) 77.9 4.08 (d, 9.9)
24 41.3 1.48 ovlp 413 1.48 ovlp 413 1.49 ovlp
25 73.7 3.99 (dd, 6.4, 6.4) 73.9 3.99 (dd, 6.7, 6.7) 73.9 3.98 (dd, 6.2, 6.2)
26 39.5 1.66 ovlp 39.1 1.75 ovlp 39.2 1.78 ovlp
1.82 ovlp 1.80 ovlp
27 70.5 5.05m 71.1 5.07m 70.5 4.99 m
28 36.4 2.39 ovlp 39.1 2.45 394 2.55(dd, 6.2, 14.3)
2.76 (dd, 3.4, 13.9) 2.61 (dd, 6.9, 14.1) 2.60 (dd, 6.8, 14.3)
29 1454 139.2 138.4
30 199.5 160.1 158.6
31 25.7 2.33s 83.6 4.17 brd 78.9 534s




32
33
34
35
36
37
38
39
40

41
42
43
44
45-53
54
55
56
57

19-
OH
21-
OH
23-
OH
25-
OH

18.5
24.9
214
20.9
17.4
21.5
13.8
5.0
127.3

173.8
34.7

25.1

29.4
28.4-30.5
319
22.7

14.1

2.27 brs
1.02 (d, 6.9)
0.91 ovlp
1.17 s

1.82 brs
0.76 s
0.92s

0.94 (d, 7.0)
5.83s

6.03 s

224 m
1.59 ovlp
1.31 ovlp
1.28 ovlp
1.28 ovlp
1.29 ovlp
0.88 (t, 7.3)

2.80 br
4.79 br
4.49 br

3.69 br

18.5
25.0
214
21.0
17.5
21.6
14.0
4.9
115.8

173.8
34.8

25.2

29.2
29.2-30.2
32.0

22.8

14.2

55.1

4.46 (d, 2.7)
2.27 brs
1.02 (d, 6.8)
0.92 ovlp
1.17 s

1.82 brs
0.75s
0.92s

0.92 ovlp
5.02 brs
5.54 brd

2.28 ovlp
1.62 ovlp
1.30 ovlp
1.27 ovlp
1.27 ovlp
1.29 ovlp
0.89 (t, 7.1)
3.61s

4.80 br
4.49 br

3.64 br

18.4
24.9
21.4
20.9
17.5
21.5
13.9
4.9
122.2

173.8
34.8

24.9

29.3
28.7-30.7
319

22.7

14.2

55.7

2.27 brs
1.02 (d, 6.8)
0.91 ovlp
1.17 s

1.82 brs
0.76 s
0.92s

0.94 (d, 7.2)
5.39 brs
5.43 brs

2.29 ovlp
1.62 ovlp
1.31 ovlp
1.28 ovlp
1.29 ovlp
1.29 ovlp
0.89 (t, 7.2)
3.60s

4.79 br
4.46 br

3.59 br




Supplementary Note Table 3: NMR chemical shifts of cuniculene 6A (14) in DMSO-ds.

Compound 14

No. | 8¢ On, mult.
1 172.1
2 383 3.12s
3 139.3
4 132.6 6.13 (d, 15.8)
5 127.9 5.71 (dt, 6.8, 15.8)
6 34.6 2.95(d, 6.8)
7 143.9
8 131.3 6.12 (d, 15.8)
9 132.1 5.64 (dd, 8.0, 15.8)
10 | 424 2.23 m
11 | 747 3.80 m
12 | 355 1.14 m
1.79 brddd

13 | 70.1 4.08 m
14 | 435 2.15m

15 | 147.0
16 | 28.2 2.01(q,7.4)
17 | 119 0.97 (t, 7.4)
18 | 1173 5.00 brs
5.07 brs
19 | 115.1 4.91 brs
4.98 brs
20 | 15.6 1.02 (d, 6.7)
21 | 110.2 4.76 brs




Supplementary Note Table 4: NMR chemical shifts of cuniculene 6B (15) in DMSO-de.

Compound 15

No. dc On, mult. No. dc On, mult.
1 196.2 ' 67.7 3.17m
2 47.2 3.52s 3.28 ovlp.
3 138.6 1'-OH 4.45 (dd, 5.6, 5.6)
4 132.1 | 6.15(d, 15.9) 2' 39.0
5 128.5 | 5.72 (dt, 6.7, 15.9) 3 74.7 3.69 (d, 5.6)
6 343 2.93(d, 6.7) 3'-OH 5.35(d, 5.6)
7 144.1 4 172.6
8 1304 | 6.06 (d, 15.9) 5'-NH 7.67 brt
9 133.7 | 5.69 (dd, 8.0, 15.9) 6' 344 3.27 ovlp.
10 42.8 2.16 m 7' 34.8 2.24 m
11 72.4 348 m 8 170.4
12 1.32m 9'-NH 8.08 brt
1.48 m 10’ 37.8 3.14m
13 67.6 3.78 m 1 27.7 2.87 (t,7.0)
14 44.1 2.04 m 12' 20.0 0.77 s
2.09 m 13' 20.7 0.79 s
15
16 28.2 2.00 (q, 7.4)
17 11.8 0.96 (t, 7.4)
18 118.8 | 5.09 brs
5.17 brs
19 114.2 | 4.83 brs
4.95 brs
20 15.2 0.94 (d, 6.3)
21 109.5 | 4.70 brd
11-OH 4.65 (d, 4.7)
13-OH 4.52 (d, 4.5)




