Supplementary Information

Order Based on Retention Time

Figure S1. Extracted UV profile of compound eluting at 2.29 min (2) from HPLC-NMR

(S. decipiens).

Figure S2. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at
2.29 min (2) (S. decipiens).

Figure S3. gCOSY NMR spectrum (500 MHz, 75% CH3CN/D20) of compounds eluting at

2.29 (2) and 2.44 min (3) (peaks diffused during stop-flow analysis) (S. decipiens).

Figure S4. HSQCAD NMR spectrum (500 MHz, 75% CH3CN/D20) of compounds eluting at 2.29 (2)
and 2.44 min (3) (peaks diffused during stop-flow analysis) (S. decipiens).

Figure SS5. gHMBCAD NMR spectrum (500 MHz, 75% CH3CN/D20) of compounds eluting at 2.29
(2) and 2.44 min (3) (peaks diffused during stop-flow analysis) (S. decipiens).

Figure S6. High resolution negative ESI-MS of compound eluting at 2.29 min (2) from

HPLC-MS (S. decipiens).

Figure S7. NMR data for compound eluting at 2.29 min (2) (S. decipiens).

Figure S8. Extracted UV profile of compound eluting at 2.44 min (3) from HPLC-NMR

(S. decipiens).

Figure S9. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at
2.44 min (3) (S. decipiens).

Figure S10. High resolution negative ESI-MS of compound eluting at 2.44 min (3) from
HPLC-MS (S. decipiens).

Figure S11. NMR data for compound eluting at 2.44 min (3) (S. decipiens).

Figure S12. Extracted UV profile of compound eluting at 3.42 min (11) from HPLC-NMR

(C. retroflexa).

Figure S13. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at
3.42 min (11) (C. retroflexa).

Figure S14. High resolution negative ESI-MS of compound eluting at 3.42 min (11) from HPLC-MS
(C. retroflexa).

Figure S15. NMR data for compound eluting at 3.42 min (11) (C. retroflexa).

Figure S16. Extracted UV profile of compound eluting at 3.55 min (1) from HPLC-NMR

(S. decipiens).

Figure S17. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at
3.55 min (1) (S. decipiens).

Figure S18. gCOSY NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at

3.55 min (1) (S. decipiens).

Figure S19. High resolution negative ESI-MS of compound eluting at 3.55 min (1) from
HPLC-MS (S. decipiens).

Figure S20. NMR data for compound eluting at 3.55 min (1) (S. decipiens).

Figure S21. Extracted UV profile of compound eluting at 4.45 min (16) from HPLC-NMR

(C. retroflexa).

Figure S22. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at
4.45 min (16) (C. retroflexa).
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Figure S23. gCOSY NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at

4.45 min (16) (C. retroflexa).

Figure S24. HSQCAD NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at 4.45
min (16) (C. retroflexa).

Figure S25. gHMBCAD NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at 4.45
min (16) (C. retroflexa).

Figure S26. High resolution negative ESI-MS of compound eluting at 4.45 min (16) from HPLC-MS
(C. retroflexa).

Figure S27. Extracted UV profile of compound eluting at 5.00 min from HPLC-NMR (Laurencia sp.).
Figure S28. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at
5.00 min (Laurencia sp.).

Figure S29. gCOSY NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at

5.00 min (Laurencia sp.).

Figure S30. Extracted UV profile of compound eluting at 6.05 min from HPLC-NMR (Laurencia sp.).
Figure S31. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at
6.05 min (Laurencia sp.).

Figure S32. gCOSY NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at

6.05 min (Laurencia sp.).

Figure S33. HSQCAD NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at 6.05
min (Laurencia sp.).

Figure S34. gHMBCAD NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at 6.05
min (Laurencia sp.).

Figure S35. Extracted UV profile of compound eluting at 6.70 min from HPLC-NMR (Laurencia sp.).
Figure S36. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at
6.70 min (Laurencia sp.).

Figure S37. gCOSY NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at

6.70 min (Laurencia sp.).

Figure S38. Extracted UV profile of compound eluting at 7.87 min (4) from HPLC-NMR

(S. decipiens).

Figure S39. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at
7.87 min (4) (S. decipiens).

Figure S40. gCOSY NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at

7.87 min (4) (S. decipiens).

Figure S41. High resolution negative ESI-MS of compound eluting at 7.87 min (4) from

HPLC-MS (S. decipiens).

Figure S42. NMR data for compound eluting at 7.87 min (4) (S. decipiens).

Figure S43. Extracted UV profile of compound eluting at 9.98 min (12) from HPLC-NMR

(C. retroflexa).

Figure S44. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at
9.98 min (12) (C. retroflexa).

Figure S45. gCOSY NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at

9.98 min (12) (C. retroflexa).
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Figure S46. HSQCAD NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at 9.98
min (12) (C. retroflexa).

Figure S47. gHMBCAD NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at 9.98
min (12) (C. retroflexa).

Figure S48. High resolution negative ESI-MS of compound eluting at 9.98 min (12) from HPLC-MS
(C. retroflexa).

Figure S49. NMR data for compound eluting at 9.98 min (12) (C. retroflexa).

Figure S50. Extracted UV profile of compound eluting at 12.95 min (13) from HPLC-NMR

(C. retroflexa).

Figure S51. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at
12.95 min (13) (C. retroflexa).

Figure S52. gCOSY NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at 12.95 min
(13) (C. retroflexa).

Figure S53. HSQCAD NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at 12.95
min (13) (C. retroflexa).

Figure S54. High resolution negative ESI-MS of compound eluting at 12.95 min (13) from HPLC-MS
(C. retroflexa).

Figure S55. NMR data for compound eluting at 12.95 min (13) (C. retroflexa).

Figure S56. Extracted UV profile of compound eluting at 13.65 min (17) from HPLC-NMR

(S. ¢f fallax).

Figure S57. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at
13.65 min (17) (S. ¢f- fallax).

Figure S58. gCOSY NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at 13.65 min
(17) (S. ¢f- fallax).

Figure S59. High resolution negative ESI-MS of compound eluting at 13.65 min (17) from HPLC-MS
(S. ¢f. fallax).

Figure S60. Extracted UV profile of compound eluting at 14.53 min (5) from HPLC-NMR

(H. pseudospicata).

Figure S61. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at
14.53 min (5) (H. pseudospicata).

Figure S62. gCOSY NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at 14.53 min
(5) (H. pseudospicata).

Figure S63. HSQCAD NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at 14.53
min (5) (H. pseudospicata).

Figure S64. ROESYAD NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at 14.53
min (5) (H. pseudospicata).

Figure S65. High resolution negative ESI-MS of compound eluting at 14.53 min (5) from HPLC-MS
(H. pseudospicata).

Figure S66. High resolution positive ESI-MS of compound eluting at 14.53 min (5) from

HPLC-MS (H. pseudospicata).

Figure S67. NMR data for compound eluting at 14.53 min (5) (H. pseudospicata).
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Figure S68. Extracted UV profile of compound eluting at 15.50 min (20) from HPLC-NMR

(S. ¢f fallax).

Figure S69. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at
15.50 min (20) (S. ¢f- fallax).

Figure S70. High resolution negative ESI-MS of compound eluting at 15.50 min (20) from HPLC-MS
(S. cf. fallax).

Figure S71. NMR data for compound eluting at 15.50 min (20) (S. cf. fallax).

Figure S72. Extracted UV profile of compound eluting at 20.15 min (21) from HPLC-NMR

(C. retroflexa).

Figure S73. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at
20.15 min (21 (C. retroflexa)).

Figure S74. High resolution negative ESI-MS of compound eluting at 20.15 min (21) from HPLC-MS
(C. retroflexa).

Figure S75. NMR data for compound eluting at 20.15 min (21) (C. retroflexa).

Figure S76. Extracted UV profile of compound eluting at 21.62 min (14) from HPLC-NMR

(S. cf fallax).

Figure S77. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at
21.62 min (14) (S. ¢f- fallax).

Figure S78. High resolution negative ESI-MS of compound eluting at 21.62 min (14) from HPLC-MS
(S. ¢f. fallax).

Figure S79. NMR data for compound eluting at 21.62 min (14) (S. cf. fallax).

Figure S80. Extracted UV profile of compound eluting at 22.96 min (18) from HPLC-NMR

(C. subfarcinata).

Figure S81. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at
22.96 min (18) (C. subfarcinata).

Figure S82. High resolution negative ESI-MS of compound eluting at 22.96 min (18) from HPLC-MS
(C. subfarcinata).

Figure S83. Extracted UV profile of compound eluting at 23.16 min from HPLC-NMR

(C. retroflexa).

Figure S84. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at
23.16 min (C. retroflexa).

Figure S85. Extracted UV profile of compound eluting at 26.71 min from HPLC-NMR

(H. pseudospicata).

Figure S86. Extracted UV profile of compound eluting at 30.27 min from HPLC-NMR

(H. pseudospicata).

Figure S87. Extracted UV profile of compound eluting at 33.40 min (19) from HPLC-NMR

(C. subfarcinata).

Figure S88. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at
33.40 min (19) (C. subfarcinata).

Figure S89. High resolution negative ESI-MS of compound eluting at 33.40 min (19) from HPLC-MS
(C. subfarcinata).
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Figure S90. Extracted UV profile of compound eluting at 60.80 min (15) from HPLC-NMR

(S. ¢f fallax).

Figure S91. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at
60.80 min (15) (S. ¢f- fallax).

Figure S92. NMR data for compound eluting at 60.80 min (15) (S. ¢f- fallax).
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Figure S1. Extracted UV profile of compound eluting at 2.29 min (2) from HPLC-NMR (S. decipiens).

750

800

S6



Mar. Drugs 2015, 13

HO

COOH

(2) - 6-undecylsalicylic acid

P ﬂ

T T T T T T T T
8 7 3 5 E 3 2 1
ppm

Figure S2. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at 2.29 min (2) (S. decipiens).
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Figure S3. gCOSY NMR spectrum (500 MHz, 75% CH3CN/D20) of compounds eluting at 2.29 (2) and 2.44 min (3) (peaks diffused during

stop-flow analysis) (S. decipiens).
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Figure S4. HSQCAD NMR spectrum (500 MHz, 75% CH3CN/D20) of compounds eluting at 2.29 (2) and 2.44 min (3) (peaks diffused during
stop-flow analysis) (S. decipiens).
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Figure S5. gHMBCAD NMR spectrum (500 MHz, 75% CH3CN/D20) of compounds eluting at 2.29 (2) and 2.44 min (3) (peaks diffused during
stop-flow analysis) (S. decipiens).
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Figure S6. High resolution negative ESI-MS of compound eluting at 2.29 min (2) from
HPLC-MS (S. decipiens).

1 5} 11

(2) - 6-undecylsalicylic acid

Position oc %, mult. ou (J in Hz) gCOSY gHMBCAD
1 119.6, s
2 162.0, s
3 114.7,d 7.47,d (8.0) 4 -
4 131.4,d 7.94, dd (8.0, 8.0) 3,5 2,6
5 121.9,d 7.45,d (8.0) 4 1,3
6 147.2,s
7 ND
I’ 35.5,t 3.87,t(7.5) 2' 1,5,6,2,3
2' 32.7,¢ 235, m Iy 3,4
3 30.2,t 2.10, m 45"
4’ 30.2,t 2.10, m 3,5,6'
5’ 30.2,t 2.10, m 3,4,6,7
6 30.2,t 2.10, m 4,5,7,8
7 30.2,t 2.10, m 5,6, 8
8’ 30.2,t 2.10, m 6,7
9 32.5,t 2.10, m 7,8
10’ 23.2,t 2.10, m 11’ 8’
11 14.3,q 1.71,1(6.0) 10’ 9, 10’

2-OH ND
7-OH ND

Referenced to 75% CH3CN/D,O; * Carbon assignments based on HSQCAD and gHMBCAD NMR
experiments; ND Not Detected.

Figure S7. NMR data for compound eluting at 2.29 min (2) (S. decipiens).
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Figure S8. Extracted UV profile of compound eluting at 2.44 min (3) from HPLC-NMR
(S. decipiens).
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Figure S9. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound
eluting at 2.44 min (3) (S. decipiens).
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Figure S10. High resolution negative ESI-MS of compound eluting at 2.44 min (3) from

I .
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HPLC-MS (S. decipiens).
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(3) - 3-undecylphenol

il n - i
260 280 300 320 340 360 - 380 400 420.

Position  dc ?, mult. ou (J in Hz) gCOSY ¢gHMBCAD
1 162.0, s
2 ND 6.31,s
3 147.2, s
4 121.9,d 7.45,d (8.5) 5 6
5 131.5,d  7.94,dd (8.5, 9.0) 4,6 1,3
6 114.7,d 7.47,d (9.0)* 5
I 355, 3.87,t(7.5) 2 3,4,2,3
2! 32.7,t 235, m 1 3,4
3 30.2,t 2.10, m 4,5’
4' 30.2,t 2.10,m 3,5,6'
5' 30.2,t 2.10, m 3,4,6',7
6’ 30.2,t 2.10,m 4.5,7,8'
7' 30.2,t 2.10, m 5,6, 8
8’ 30.2,t 2.10,m 6,7
9’ 325, 2.10, m 7,8
10 23.2,t 2.10,m 11 8’
11’ 14.3,q 1.71,t(6.0) 10’ 9,10

1-OH ND

Referenced to 75% CH3;CN/D,O; * Carbon assignments based on HSQCAD and gHMBCAD NMR

experiments; ND Not Detected; * Signals overlapped.

Figure S11. NMR data for compound eluting at 2.44 min (3) (S. decipiens).
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Figure S12. Extracted UV profile of compound eluting at 3.42 min (11) from HPLC-NMR (C. retroflexa).
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Figure S13. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at 3.42 min (11) (C. retroflexa).
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Figure S14. High resolution negative ESI-MS of compound eluting at 3.42 min (11) from HPLC-MS (C. retroflexa).
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OH O 10— _
3 1 1 __ 18
6
HO OH OH
(1)
Position ou (J in Hz)
3.86,t(7.5)
2.45,p (7.5)
221, p(7.5)
3.10,dt (7.5, 9.5)
6.10-6.34, m
6.10-6.34, m

3.73,dd (7.0, 7.5)
4.95, dt (14.0, 7.0)
6.48, dd (15.0, 7.0)
7.32,dd (15.0, 11.0)
6.78, dd (11.0, 10.5)

AR e - N T e =NIN-JE- RN Jo SV RSN I S

6.10-6.34, m
SS
6.10-6.34, m
6.10-6.34, m
SS
1.76, 1 (7.5)
6.69, s
6.69, s
6/
9-OH ND
2'-OH ND
4'-OH ND
6'-OH ND

Referenced to D>O (6u 4.64 ppm); SS Signal suppressed; ND Not Detected.

Figure S15. NMR data for compound eluting at 3.42 min (11) (C. retroflexa).
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Figure S16. Extracted UV profile of compound eluting at 3.55 min (1) from HPLC-NMR (S. decipiens).

1
750

1
800

S18




Mar. Drugs 2015, 13

HO

COOH

(1) - 6-tridecylsalicylic acid

Figure S17. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at 3.55 min (1) (S. decipiens).
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Figure S18. gCOSY NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at 3.55 min (1) (S. decipiens).
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Figure S19. High resolution negative ESI-MS of compound eluting at 3.55 min (1) from HPLC-MS (S. decipiens).
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COOH

ho. U1 5 13
6

(1) - 6-tridecylsalicylic acid

Position ou (Jin Hz) gCOSY

1
2
3 7.48, d (8.0) 4
4 7.96, dd (7.5, 8.0) 3,5
5 7.47,d (7.5) 4
6
7
I 3.87,t(8.5) 2
2! 2.36, m I
3 2.11, m
4 2.11,m
5’ 2.11, m
6’ 2.11,m
7 2.11, m
8’ 2.11,m
9 2.11, m
10 2.11,m
11’ 2.11, m
12 2.11,m 13’
13’ 1.72,t(7.5) 12

2-OH ND

7-OH ND

Referenced to 75% CH3;CN/D,O; ND Not Detected.

Figure S20. NMR data for compound eluting at 3.55 min (1) (S. decipiens).
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Figure S21. Extracted UV profile of compound eluting at 4.45 min (16) from HPLC-NMR (C. retroflexa).
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Figure S22. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at 4.45 min (16) (C. retroflexa).
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Figure S23. gCOSY NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at
4.45 min (16) (C. retroflexa).

Figure S24. HSQCAD NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting
at 4.45 min (16) (C. retroflexa).
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Figure S25. gHMBCAD NMR spectrum (500 MHz, 75% CH3CN/D20) of compound
eluting at 4.45 min (16) (C. retroflexa).
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Figure S26. High resolution negative ESI-MS of compound eluting at 4.45 min (16) from
HPLC-MS (C. retroflexa).
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Figure S27. Extracted UV profile of compound eluting at 5.00 min from HPLC-NMR

(Laurencia sp.).
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Figure S28. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound

eluting at 5.00 min (Laurencia sp.).
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Figure S29. gCOSY NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at
5.00 min (Laurencia sp.).
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Figure S30. Extracted UV profile of compound eluting at 6.05 min from HPLC-NMR

(Laurencia sp.).
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Figure S31. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound
eluting at 6.05 min (Laurencia sp.).
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Figure S32. gCOSY NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at

6.05 min (Laurencia sp.).
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Figure S33. HSQCAD NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting
at 6.05 min (Laurencia sp.).
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Figure S34. gHMBCAD NMR spectrum (500 MHz, 75% CH3CN/D20) of compound
eluting at 6.05 min (Laurencia sp.).
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Figure S35. Extracted UV profile of compound eluting at 6.70 min from HPLC-NMR

(Laurencia sp.).

i

Figure S36. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound
eluting at 6.70 min (Laurencia sp.).
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Figure S37. gCOSY NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at

6.70 min (Laurencia sp.).
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Figure S38. Extracted UV profile of compound eluting at 7.87 min (4) from
HPLC-NMR (S. decipiens).
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HO\©/\/\/\/\/\/
OH (4) - 5-undecylresorcinol
1 P }

Figure S39. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound
eluting at 7.87 min (4) (S. decipiens).
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Figure S40. gCOSY NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at
7.87 min (4) (S. decipiens).
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Figure S41. High resolution negative ESI-MS of compound eluting at 7.87 min (4) from

HPLC-MS (S. decipiens).

HO 1' 5' 11"
1 5
OH
(4) - 5-undecylresorcinol
Position on (Jin Hz) gCOSY

1

2 6.93,s

3

4 7.00, s

5

6 7.00, s

1’ 3.27,t(7.5) 2
2 2.38, m 1’
3 2.11,m

4’ 2.11, m

5 2.11,m

6’ 2.11, m

7' 2.11,m

8’ 2.11, m

9’ 2.11,m

10 2.11, m 11
11’ 1.72,t(6.5) 10’

1-OH ND
3-OH ND

Referenced to 75% CH3;CN/D,O; ND Not Detected.

Figure S42. NMR data for compound eluting at 7.87 min (4) (S. decipiens).
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Figure S43. Extracted UV profile of compound eluting at 9.98 min (12) from HPLC-NMR (C. retroflexa).
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Figure S44. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at 9.98 min (12) (C. retroflexa).
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Figure S45. gCOSY NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at 9.98 min (12) (C. retroflexa).



Mar. Drugs 2015, 13 S38

F1 (ppm)

4
F2 (i

Figure S46. HSQCAD NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at 9.98 min (12) (C. retroflexa).
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Figure S47. gHMBCAD NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at 9.98 min (12) (C. retroflexa).
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Figure S48. High resolution negative ESI-MS of compound eluting at 9.98 min (12) from HPLC-MS (C. retroflexa).
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OH O
3! 1 1 — — — —
6 12 18
HO OH
(12)
Position oy (J in Hz) dc, mult.? gCOSY gHMBCAD

1 207.2, s
2 3.87,t(7.5) 443t 3 1,3,4
3 2.46,p (7.5) 25.1,t 2,4 5V
4 2.23,p(7.5) 30.0, t 3
5 SS 304,t
6 6.18-6.28, m 128.9,d 8
7 6.18-6.28, m 128.9,d 8
8 3.64, m 26.2,t 7,9 6,10
9 6.18-6.28, m 128.9,d 8 11
10 6.18-6.28, m 128.9, d 11 8
11 3.64, m 26.2,t 10, 12 9,13
12 6.18-6.28, m 128.9, d 11 14
13 6.18-6.28, m 128.9,d 14 11
14 3.64, m 26.2,t 13,15 12
15 6.18-6.28, m 128.9,d 14
16 6.18-6.28, m 132.7,d 14
17 SS 21.1,t
18 1.76,t (7.0) 14.6,q 16, 17
1 105.0, s
2! 164.9,s
3 6.69, s 95.7,d 1,2',4,6'
4' 164.9, s
5' 6.69, s 95.7,d
o' 164.9, s

2'-OH ND

4'-OH ND

6’-OH ND

Referenced to D,O (6u 4.64 ppm); * carbon assignments based on HSQCAD and gHMBCAD NMR

experiments; * indicates weak or long range correlation; SS Signal suppressed; ND Not Detected.

Figure S49. NMR data for compound eluting at 9.98 min (12) (C. retroflexa).
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Figure S50. Extracted UV profile of compound eluting at 12.95 min (13) from HPLC-NMR (C. retroflexa).
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Figure S51. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at 12.95 min (13) (C. retroflexa).
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Figure S52. gCOSY NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at
12.95 min (13) (C. retroflexa).
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Figure S53. HSQCAD NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting
at 12.95 min (13) (C. retroflexa).
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Figure S54. High resolution negative ESI-MS of compound eluting at 12.95 min (13) from
HPLC-MS (C. retroflexa).
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OH . Q 5 11 20
3N - — - -
HO OH
(13)
Position on (J in Hz) 0c, mult.? gCOSY

1
2 3.88,t(7.0) 43.8,t 3
3 2.55, m 25.3,t 2,4
4 3.00, m ND 3
5 6.19, m 128.9,d
6 6.19, m 128.9,d 7
7 3.60-3.70, m 26.2,t 6, 8
8 6.19, m 128.9,d 7
9 6.19, m 128.9,d 10
10 3.60-3.70, m 26.2,t 9,11
11 6.19, m 128.9,d 10
12 6.19, m 128.9,d 13
13 3.60-3.70, m 26.2,t 12, 14
14 6.19, m 128.9,d 13
15 6.19, m 128.9,d 16
16 3.60-3.70 26.2,t 15,17
17 6.19, m 128.9,d 16
18 6.19, m 128.9,d
19 SS ND
20 1.76,t(7.5) 14.4,q
I ND
2 ND
3 6.69, s 95.6,d
4' ND
5! 6.69, s 95.6,d
6 ND

2'-OH ND

4'-OH ND

6'-OH ND

Referenced to DO (8u 4.64 ppm); * carbon assignments based on HSQCAD NMR experiments; SS Signal
suppressed; ND Not Detected.

Figure S55. NMR data for compound eluting at 12.95 min (13) (C. retroflexa).
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Figure S56. Extracted UV profile of compound eluting at 13.65 min (17) from
HPLC-NMR (S. ¢f fallax).

S47

OH O

HO OH
(17)a+b =5

Figure S57. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound
eluting at 13.65 min (17) (S. ¢f. fallax).
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Figure S58. gCOSY NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at
13.65 min (17) (S. ¢f. fallax).
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Figure S59. High resolution negative ESI-MS of compound eluting at 13.65 min (17) from
HPLC-MS (S. ¢f. fallax).
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ion (AL)

Figure S60. Extracted UV profile of compound eluting at 14.53 min (5) from
HPLC-NMR (H. pseudospicata).

(5) - all-trans-fucoxanthin OH

Figure S61. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound
eluting at 14.53 min (5) (H. pseudospicata).
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Figure S62. gCOSY NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at
14.53 min (5) (H. pseudospicata).

F1 (pmy

‘‘‘‘‘

Figure S63. HSQCAD NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting
at 14.53 min (5) (H. pseudospicata).
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Figure S64. ROESYAD NMR spectrum (500 MHz, 75% CH3CN/D20) of compound

eluting at 14.53 min (5) (H. pseudospicata).
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Figure S65. High resolution negative ESI-MS of compound eluting at 14.53 min (5) from

HPLC-MS (H. pseudospicata).
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659.4311

L \I“\.»}\‘\m‘

A . [l

Ll . L
520 540 560

Figure S66. High resolution positive ESI-MS of compound eluting at 14.53 min (5) from

580 600

HPLC-MS (H. pseudospicata).

620 640 660 680

L
700 720 740

Position oc?, mult. on (Jin Hz) gCOSY Roesyad
1 ND
2a SS
2b ND SS
3 ND 4.46, m
4a SS
ND
4b SS
5 ND
ND
7a 3.40,d (18.5)
ND
7b SS
8 ND
9 ND
10 ND 8.16,d (10.5) 11 7a, 12

Figure S67. Cont.
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11 ND 7.54, m 10, 12
12 ND 7.65, m 10, 14
13 ND
14 ND 7.33,d (10.5) 15 12, 15
15 ND 7.58, m 14 14'
16 24.7, CH; 1.82, s
17 28.2, CH; 1.73, s
18 21.0, CH; 2.01,s
19 ND SS
20 ND SS
1 ND
2a’' 2.29, m 2b' 16'
2b’ ND 2.04°
3 ND 6.12, m 2a’, 4b’
4a’ ND 2.51, m 4v'
4p' 3.02°
5' ND
6' ND
7' ND
8 103.4, CH 6.92, s 10’
9’ ND
10’ ND 7.01,d (11.5) 11, 19’ 8, 12
1 ND 7.53, m 10', 12’ 19’
12' ND 7.23,d (15.0) 10', 14’
13’ ND
14' ND 7.16,d (12.0) 15'
15' ND 7.69, m 14'
16' 29.2, CH; 2.16, s
17’ 32.3, CH; 1.89, s
18 30.9, CH; 2.12,s
19’ ND 2.67°
20’ ND SS
21 ND
22 ND SS
3-OH ND
5'-OH ND

Referenced to 75% CH3;CN/D,O; * Carbon assignments based on HSQCAD NMR experiment; ° Proton
assignment based on gCOSY experiment; ND Not Detected; SS Signal suppressed.

Figure S67. NMR data for compound eluting at 14.53 min (5) (H. pseudospicata).
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Figure S68. Extracted UV profile of compound eluting at 15.50 min (20) from HPLC-NMR
(S. cf. fallax).

OH O

HO OH
(20) - moniliferanone A

A

Figure S69. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound
eluting at 15.50 min (20) (S. ¢f. fallax).
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Figure S70. High resolution negative ESI-MS of compound eluting at 15.50 min (20) from
HPLC-MS (S. ¢f. fallax).
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(20) - moniliferanone A

Position

on (J in Hz)

—_
N R = N TR NI N R

e e e
0 N N L AW

1!

6'
1'-OH
4'-OH
6'-OH

3.88,t(7.5)
2.48,p (7.5)
2.25,p(7.5)
SS
6.20, m
6.20, m
3.65, m
6.20, m
6.20, m
3.65, m
6.20, m
6.20, m
SS
2.11-2.16, m
2.11-2.16, m
2.11-2.16, m
1.71,t(7.0)

6.71,s
6.71,s
ND

ND
ND

Referenced to 75% CH3;CN/D,O; SS Signal suppressed; ND Not Detected.

Figure S71. NMR data for compound eluting at 15.50 min (20) (S. cf. fallax).
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4 Spectrum at 19.94 min
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Figure S72. Extracted UV profile of compound eluting at 20.15 min (21) from HPLC-NMR (C. retroflexa).

L
350

L
360

S57




Mar. Drugs 2015, 13

HO

OH

OH

(21) - moniliferanone B

Figure S73. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at 20.15 min (21) (C. retroflexa).
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Figure S74. High resolution negative ESI-MS of compound eluting at 20.15 min (21) from
HPLC-MS (C. retroflexa).
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Referenced to D,O (6u 4.64 ppm); SS Signal suppressed; ND Not Detected.

Figure S75. NMR data for compound eluting at 20.15 min (21) (C. retroflexa).

OH O
11 4 10 20
OH
(21) - moniliferanone B
Position on (J in Hz)

1
2 3.91,t(7.0)
3 255, m
4 SS
5 6.16-6.24, m
6 6.16-6.24, m
7 3.66, m
8 6.16-6.24, m
9 6.16-6.24, m
10 3.66, m
11 6.16-6.24, m
12 6.16-6.24, m
13 3.66, m
14 6.16-6.24, m
15 6.16-6.24, m
16 SS
17 SS
18 SS
19 SS
20 1.72,t(7.0)
1
bX
3 6.72,s
4
5 6.72,s
6'

2'-OH ND

4'-OH ND

6'-OH ND

S60
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Spectrum at 20.64 min
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Figure S76. Extracted UV profile of compound eluting at 21.62 min (14) from HPLC-NMR
(S. cf. fallax).

OH O

H3CO OH (14)

L

Figure S77. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound
eluting at 21.62 min (14) (S. ¢f- fallax).
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Figure S78. High resolution negative ESI-MS of compound eluting at 21.62 min (14) from
HPLC-MS (S. ¢f- fallax).
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OH O
3 i N
' 6 12 18
HsCO OH
(14)

Position on (Jin Hz)
1
2 3.91,t(8.0)
3 249, m
4 2.25, m
5 240, m*
6 6.21, m
7 6.21, m
8 3.66, m
9 6.21, m
10 6.21, m
11 3.66, m
12 6.21, m
13 6.21, m
14 3.66, m
15 6.21, m
16 6.21, m
17 SS *
18 1.78,t (7.5)
1
oY
3 6.81,s
4
5' 6.81,s
6

1'-OH ND
4'-OCH3 SS
6'-OH ND

Referenced to 75% CH3;CN/D,O; * signals interchangeable; SS Signal suppressed; ND Not Detected.

Figure S79. NMR data for compound eluting at 21.62 min (14) (S. ¢f. fallax).
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Figure S80. Extracted UV profile of compound eluting at 22.96 min (18) from HPLC-NMR (C. subfarcinata).
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Figure S81. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at 22.96 min (18) (C. subfarcinata).
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Figure S82. High resolution negative ESI-MS of compound eluting at 22.96 min (18) from HPLC-MS (C. subfarcinata).
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4 Spectrum at 23.29 min
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Figure S83. Extracted UV profile of compound eluting at 23.16 min from HPLC-NMR (C. retroflexa).
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Figure S84. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at 23.16 min (C. retroflexa).
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Spectrum at 26.71 min
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Figure S85. Extracted UV profile of compound eluting at 26.71 min from HPLC-NMR (H. pseudospicata).
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Spectrum at 30.27 min
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Figure S86. Extracted UV profile of compound eluting at 30.27 min from HPLC-NMR (H. pseudospicata).
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Spectrum at 33.37 min
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Figure S87. Extracted UV profile of compound eluting at 33.40 min (19) from HPLC-NMR (C. subfarcinata).
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Figure S88. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound eluting at 33.40 min (19) (C. subfarcinata).
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Figure S89. High resolution negative ESI-MS of compound eluting at 33.40 min (19) from HPLC-MS (C. subfarcinata).
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Spectrum at 60.97 min
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Figure S90. Extracted UV profile of compound eluting at 60.80 min (15) from HPLC-NMR
(S. cf. fallax).

HO

(15) - 6-tocotrienol

Figure S91. WET1D Proton NMR spectrum (500 MHz, 75% CH3CN/D20) of compound
eluting at 60.80 min (15) (S. ¢f. fallax).
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(15) - d-tocotrienol

Position ou (J in Hz)
1
2
3 SS
4 3.51,t(7.0)
5 7.20,s
6
7 7.28,s
8
9
10
I SS
2! SS
3’ 5.97,t(7.0)
4
5! SS
6 SS
7' 592, m
g/
9’ SS
10’ SS
11 592, m
12'
2-CH; 2.08, s
8-CHj3 SS
4'-CH3 241,s
8'-CH3 2.42, s*
12a’-CHj3 2.40, s*
12b’-CH3 249, s
6-OH ND

Referenced to 75% CH3CN/D,O; * Signals interchangeable.
Figure S92. NMR data for compound eluting at 60.80 min (15) (S. cf. fallax).
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