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 1

J/Hz 1H-1H COSY NOESYb HMBC (C)c

2 165.6 (s)

3 5.64 d 16.2 (4) 4 5β, 9 125.3 (d) 2, 5

4 6.78 ddd 16.2 (3), 10.2 (5β), 6.0 (5α) 3, 5α, 5β 6 143.5 (d) 2, 5

5α 2.48 ddd 13.2 (5β), 6.0 (4), 1.2 (6) 4, 5β 15 39.0 (t) 3, 4

5β 2.23 ddd 13.2 (5α), 13.2 (6), 10.2 (4) 4, 5α, 6 3, 15 3, 4, 6, 15

6 5.30 dqd 13.2 (5β), 6.0 (15), 1.2 (5α) 5β, 6-CH3 4 69.9 (d)

8 168.9 (s)

9 3.38 d 3.0 (10) 10 3, 2', 7'A, 7'B 51.9 (d) 8, 10, 11, 6'

10 4.57 d 3.0 (9) 9 13β, 2' 51.0 (d) 8, 11, 3'

11 208.2 (s)

12 4.55 d 7.8 (13α) 13α S-CH3 75.6 (d) 11, 13, 14

13α 1.96 ddd 14.4 (13β), 7.8 (12), 3.0 (14) 12, 13β 16 37.4 (t) 11, 12

13β 2.64 ddd 14.4 (13α), 12.0 (14), 1.2 (12) 13α, 14 10, 16 14, 16

14 5.23 dqd 12.0 (13β), 6.0 (16), 3.0 (13α) 13β, 14-CH3 65.5 (d)

15 1.44 d 6.0 (6) 6 5α, 5β, 7'A 20.9 (q) 5, 6

16 1.26 d 6.0 (14) 14 13α, 13β 20.2 (q) 13, 14

12-OH Not observed

1' (NH) 5.73 s 7'A, 9' 3', 6'

2' 165.7 (s)

3' 68.6 (s)

4' (NH) 5.95 s 9, 10, S-CH3, 2', 6'

5' 170.9 (s)

6' 63.7 (s)

7'A 2.83 d 14.4 (7'B) 7'B 9, 15, 1', 9' 33.0 (t) 9, 5', 6', 8', 9'

7'B 3.88 d 14.4 (7'A) 7'A 9, 9' 5', 6', 8', 9'

8' 125.5 (s)

9' 6.83 d 9.0 (10') 10' 5', 7'A, 7'B 131.7 (d) 7', 8', 11'

10' 7.10 d 9.0 (9') 9' 12' 115.2 (d) 8', 11'

11' 158.5 (s)

12' 4.47 d 7.2 (13') 13' 10', 16' 64.8 (t) 11', 13', 14'

13' 5.47 br t 7.2 (12') 12' 15' 119.5 (d) 15', 16'

14' 138.4 (s)

15' 1.79 s 13' 25.8 (q) 13', 14', 16'

16' 1.74 s 12' 18.2 (q) 13', 14', 15'

S-CH3 2.25 s 12, 2' 13.0 (q) 3'

Table S1  NMR spectral data of 1 in CDCl3
 d

δCδH
aPosition

a 
1
H chemical shift values (δ ppm from SiMe4)  followed by  multiplicity and then the coupling constants (J /Hz). Figures in parentheses indicate the

proton coupling with that position.    b  The correlations with geminal and vicinal protones are removed.   c  Long range 
1
H-

13
C correlations from H to C

observed in the HMBC experiment.   d   600 MHz (
1
H NMR), 150 MHz (

13
C NMR)  
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Figure S1 14-membered macrodiolides associated to halosmysin A 
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Figure S2 1H NMR spectrum of 1 in CDCl3 
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Figure S3 13C NMR spectrum of 1 in CDCl3 
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Figure S4 1H-1H COSY of 1 
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Figure S5 NOESY of 1 
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Figure S6 HMQC of 1 
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Figure S7 HMBC of 1 
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Figure S8 FABMS of 1 
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Figure S9 IR spectrum of 1 

 

 


