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Figure S1. 'H-NMR (600 MHz, CDCls) spectrum of ester 2a.
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Figure S2. COSY (151 MHz, CDCls) spectrum of ester 2a.
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Figure S3. HMQC (151 MHz, CDCls) spectrum of ester 2a.
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Figure S4. 3C-NMR (151 MHz, CDCls) spectrum of ester 2a.
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Figure S5. HRMS spectrum of ester 2a.
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Figure S6. IR spectrum of ester 2a.
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Figure S7. 'H-NMR (600 MHz, CDCls) spectrum of acid 3a.
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Figure S8. COSY (151 MHz, CDCls) spectrum of acid 3a.
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Figure S9. HMQC (151 MHz, CDCIs) spectrum of acid 3a.
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Figure S10. ®*C-NMR (151 MHz, CDCls) spectrum of acid 3a.
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Figure S11. HRMS spectrum of acid 3a.
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Figure S12. IR spectrum of acid 3a.
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Figure S13. 'H-NMR (600 MHz, CDCls) spectrum of iodolactone 4a.
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Figure S14. COSY (151 MHz, CDCls) spectrum of iodolactone 4a.
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Figure S15. HMQC (151 MHz, CDCls) spectrum of iodolactone 4a.
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Figure S16. ®*C-NMR (151 MHz, CDCls) spectrum of iodolactone 4a.
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Figure 517. HRMS spectrum of iodolactone 4a.
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Figure S18. IR spectrum of iodolactone 4a.
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Figure S19. '"H-NMR (600 MHz, CDCls) spectrum of unsaturated lactone 5a.
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Figure S20. COSY (151 MHz, CDCls) spectrum of unsaturated lactone 5a.
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Figure S21. HMQC (151 MHz, CDCls) spectrum of unsaturated lactone 5a.
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Figure S22. ®*C-NMR (151 MHz, CDCls) spectrum of unsaturated lactone 5a.



Molecules 2017, 22, 147 S23 of S115

9262_2016_M3 43 {0.717) Cm (41.46) TOF MS ES+
181.1221 9.15e3
100+ |
ﬁ_
|
1
1
II'L
0 T T T T |J — T T T T T - Mz I
1FY 178 179 180 181 182 183 184 185 186 187

Figure S23. HRMS spectrum of unsaturated lactone 5a.
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Figure S24. IR spectrum of unsaturated lactone 5a.
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Figure S25. 'H-NMR (600 MHz, CDCls) spectrum of hydroxylactone 6a.
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Figure 526. COSY (151 MHz, CDCls) spectrum of hydroxylactone 6a.
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Figure S27. HMQC (151 MHz, CDCls) spectrum of hydroxylactone 6a.
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Figure S28. ®*C-NMR (151 MHz, CDCls) spectrum of hydroxylactone 6a.



Molecules 2017, 22, 147

' ' T T T I P — ‘

0320_2016_M3 153 (2.5397) Cm {153:158)

100, 197.1173 Ll
| | 4.02e3|
| |
| i

) |
|
| I
|I 198.1259 ‘
01— ' / LY |

1é9 19|D 1 L 1 [] 1 T 1 1 1 1
g 91 192 193 194 195 196 197 158 199 200 201 o202 203 204 205 208 207 208 208 210

Figure S29. HRMS spectrum of hydroxylactone 6a.
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Figure S30. '"H-NMR (600 MHz, CDCls) spectrum of hydroxylactone 7a.
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Figure S31. COSY (151 MHz, CDCls) spectrum of hydroxylactone 7a.
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Figure S32. HMQC (151 MHz, CDCls) spectrum of hydroxylactone 7a.
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Figure S33. ®*C-NMR (151 MHz, CDCls) spectrum of hydroxylactone 7a.



Molecules 2017, 22, 147

9321_2016_M3 25 (0.410) Cm (21:25) TOF MS ES+
100 1871176 1.28e4
4
[
E-E‘
1981329
N |
0 T T T T T T T 3 ‘I‘Ik T T T T T T T rI'II'lz |
186 188 180 192 194 196 108 200 202 204 206 208 210

Figure S34. HRMS spectrum of hydroxylactone 7a.
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Figure S35. '"H-NMR (600 MHz, CDCls) spectrum of hydroxylactone 8a.
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Figure S36. COSY (151 MHz, CDCls) spectrum of hydroxylactone 8a.
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Figure S37. HMQC (151 MHz, CDCls) spectrum of hydroxylactone 8a.
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Figure S38. ®*C-NMR (151 MHz, CDCls) spectrum of hydroxylactone 8a.
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Figure 539. HRMS spectrum of hydroxylactone 8a.
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Figure S40. IR spectrum of hydroxylactone 8a.
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Figure S41. '"H-NMR (600 MHz, CDCls) spectrum of epoxylactone 9a.
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Figure S42. COSY (151 MHz, CDCls) spectrum of epoxylactone 9a.
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Figure S43. HMQC (151 MHz, CDCls) spectrum of epoxylactone 9a.
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Figure S44. ®*C-NMR (151 MHz, CDCls) spectrum of epoxylactone 9a.
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Figure S45. HRMS spectrum of epoxylactone 9a.
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Figure S47. '"H-NMR (600 MHz, CDCls) spectrum of ester 2b.
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Figure S48. COSY (151 MHz, CDCls) spectrum of ester 2b.
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Figure S49. HMQC (151 MHz, CDCls) spectrum of ester 2b.
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Figure S50. *C-NMR (151 MHz, CDCls) spectrum of ester 2b.
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Figure S53. '"H-NMR (600 MHz, CDCls) spectrum of acid 3b.
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Figure S54. COSY (151 MHz, CDCls) spectrum of acid 3b.
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Figure S55. HMQC (151 MHz, CDCls) spectrum of acid 3b.
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Figure S56. *C-NMR (151 MHz, CDCls) spectrum of acid 3b.
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Figure S59. 'H-NMR (600 MHz, CDCls) spectrum of iodolactone 4b-A.
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Figure S60. COSY (151 MHz, CDCls) spectrum of iodolactone 4b-A.
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Figure S61. HMQC (151 MHz, CDCls) spectrum of iodolactone 4b-A.
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Figure S62. ®*C-NMR (151 MHz, CDCls) spectrum of iodolactone 4b-A.
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Figure S63. HRMS spectrum of iodolactone 4b-A.
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Figure S66. COSY (151 MHz, CDCls) spectrum of iodolactone 4b-B.
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Figure S67. HMQC (151 MHz, CDCls) spectrum of iodolactone 4b-B.
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Figure S68. *C-NMR (151 MHz, CDCls) spectrum of iodolactone 4b-B.
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Figure S69. HRMS spectrum of iodolactone 4b-B.
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Figure S70. IR spectrum of iodolactone 4b-B.
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Figure S71. '"H-NMR (600 MHz, CDCls) spectrum of unsaturated lactone 5b-A.
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Figure S72. COSY (151 MHz, CDCls) spectrum of unsaturated lactone 5b-A.
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Figure S73. HMQC (151 MHz, CDCls) spectrum of unsaturated lactone 5b-A.
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Figure S74. ®*C-NMR (151 MHz, CDCls) spectrum of unsaturated lactone 5b-A.
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Figure S75. HRMS spectrum of unsaturated lactone 5b-A.
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Figure S77. 'TH-NMR (600 MHz, CDCls) spectrum of unsaturated lactone 5b-B.
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Figure S79. HMQC (151 MHz, CDCls) spectrum of unsaturated lactone 5b-B.
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Figure S80. *C-NMR (151 MHz, CDCls) spectrum of unsaturated lactone 5b-B.
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Figure S81. HRMS spectrum of unsaturated lactone 5b-B.
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Figure S82. IR spectrum of unsaturated lactone 5b-B.
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Figure S83. 'H-NMR (600 MHz, CDCls) spectrum of hydroxylactone 6b.
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Figure S$86. *C-NMR (151 MHz, CDCls) spectrum of hydroxylactone 6b.
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Figure S87. HRMS spectrum of hydroxylactone 6b.
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Figure S88. IR spectrum of hydroxylactone 6b.



Molecules 2017, 22, 147 S89 of S115

None SLEEEL 55 EEECEED)
e ey B T T —l:‘:—n-n-u,-q-;

S~ N S e

l
A 'y 1 I— l l.l
t y St
=1 ] F R Qg
1

T T T T 1 T T T T T T T T T T T T T T T T T T T T T T T T T T T

66 64 62 60 58 56 54 52 50 48 46 44 42 40 38 36 ?i‘}( 3.% 30 28 26 24 22 20 18 16 14 12 10 08 06 04 02 0O
ppm

Figure S89. 'H-NMR (600 MHz, CDCls) spectrum of hydroxylactone 7b.
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Figure S91. HMQC (151 MHz, CDCls) spectrum of hydroxylactone 7b.
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Figure S92. ®*C-NMR (151 MHz, CDCls) spectrum of hydroxylactone 7b.
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Figure S94. IR spectrum of hydroxylactone 7b.
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Figure S97. HMQC (151 MHz, CDCls) spectrum of hydroxylactone 8b.
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Figure S98. *C-NMR (151 MHz, CDCls) spectrum of hydroxylactone 8b.
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Figure S101. '"H-NMR (600 MHz, CDCls) spectrum of epoxylactone 9b.
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Figure S104. ®*C-NMR (151 MHz, CDCls) spectrum of epoxylactone 9b.
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Figure S105. HRMS spectrum of epoxylactone 9b.
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Figure S106. IR spectrum of epoxylactone 9b.
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Figure S107. Chiral chromatogram of lactone 7a (P. vermiculatum AM30).
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Figure §108. Chiral chromatogram of lactone 7a (S. racemosum AM105).
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Figure S109.

Chiral chromatogram of lactone 7a (A. cylindrospora AM336).
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Figure S110. Chiral chromatogram of lactone 8a (P. vermiculatum AM30).
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Figure S111. Chiral chromatogram of lactone 7b (S. racemosum AM105).
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Figure S112. Chiral chromatogram of lactone 7b (A. cylindrospora AM336).
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Figure S113. Chiral chromatogram of lactone 8b (P. vermiculatum AM30).



