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6d-) in DMSO1A ( NMR Spectrum of Cyclotheonellazole-H1Figure S1.   
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6d-) in DMSO1NMR Spectrum of Cyclotheonellazole A (-C13Figure S2.  
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6d-) in DMSO1HSQC Spectrum of Cyclotheonellazole A (Figure S3.  
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6d-) in DMSO1HMBC Spectrum of Cyclotheonellazole A (Figure S4.   
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6d-) in DMSO1COSY Spectrum of Cyclotheonellazole A (Figure S5.  
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) 1HR ESI MS of Cyclotheonellazole A (Figure S6.  

 

 

 

 

 

 

 

 

 

 

 

 

 

 

 

 

 

 

 



	 9	

6d-) in DMSO2NMR Spectrum of Cyclotheonellazole B (-H1Figure S7.  
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6d-) in DMSO2Cyclotheonellazole B (NMR Spectrum of -C13Figure S8.  

 

 

 

 

 

 

 

 

 

 

 

 

 

 

 

 

 

 

 



	 11	

6d-) in DMSO2HSQC Spectrum of Cyclotheonellazole B (. 9Figure S 
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6d-) in DMSO2HMBC Spectrum of Cyclotheonellazole B (Figure S10.  

 

 

 

 

 

 

 

 

 

 

 

 

 

 

 

 

 

 

 



	 13	

6d-) in DMSO2Cyclotheonellazole B (COSY Spectrum of Figure S11.  
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a.)2f Cyclotheonellazole B (o) 6d-DMSO(. NMR Data 1Table S 

Position dC, typeb dH (J in Hz) HMBC correlationsc NOE correlationsd 

Hbza 1 166.3, C  Hbza-3,3’ Gly-2a,2b,NH  

2 124.9, C  Hbza-4,4’  

3,3’ 129.4, CH 7.72, d (8.5)   Hbza-4,4’, Gly-2a,2b,NH  

4,4’ 115.0, CH 6.78, d (8.5)   Hbza-3,3’ 

5 160.4, C  Hbza-3,3’,4,4’  

5-OH  9.97 brs   

Gly 1 168.9, C  Gly-2a,2b, Ala-NH  

2 42.7, CH2 3.78, dd (16.0,6.0) 

3.88, dd (16.0,6.0) 

Ala-2 Hbza-3,3’, Gly-NH, Ala-NH 

Hbza-3,3’, Gly-NH, Ala-NH 

NH  8.45, t (6.0)  Hbza-3,3’, Gly-2a,2b  

Ala 1 172.1, C  Ala-2,3, Dpr-a-NH  

2 48.5, CH 4.33, dq (7.5,7.0) Ala-3 Ala-3, Dpr-a-NH 

3 19.2, CH3 1.15, d (7.0) Ala-2 Ala-2,NH 

NH  8.01, d (7.5)  Ala-2, Gly-2a,2b 



	 15	

Dpr 1 171.2, C  Dpr-3b, Leu-NH  

2 51.2, CH 4.01, m  Dpr-3a,3b,a-NH, Leu-NH 

3 41.0, CH2 2.45, m 

3.76, m 

 Dpr-2,3b,b-NH  

Dpr-2,3a,b-NH 

a-NH  7.90, d (7.5)  Dpr-2, Ala-2 

b-NH  7.84, brs  Dpr-3a,3b, Cya-2 

Leu 1 175.2, C  Leu-2, Amoha-NH  

2 52.7, CH 4.40, m  Leu-3b,4,5,6,NH, Amoha-NH 

3 38.2, CH2 1.26, m 

2.38, m 

Leu-5,6 Leu-3b,NH 

Leu-2,3a,NH 

4 24.4, CH 1.79, m Leu-2,5 Leu-2,5 

5 11.7, CH3 0.92, d (6.5) Leu-6 Leu-2,4 

6 11.7, CH3 0.88, d (6.5) Leu-5 Leu-2 

NH  8.58, d (7.0)  Dpr-2, Leu-2,3a,3b,  

Amoha 1 164.1, C  Ptt-NH  

2 198.9, C    
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3 60.4, CH 5.05, dd (9.5,3.5) Amoha-5 Amoha-4,5,NH 

4 38.1, CH 2.39, m  Amoha-5,7 Amoha-3,5 

5 16.2, CH3 0.76, d (6.5)  Amoha-3,4,NH 

6 23.5, CH2 1.07, m 

1.15, m 

Amoha-5,7   

7 11.9, CH3 0.71, t (7.5)    

NH  8.36, d (9.5)  Amoha-3,5, Leu-2 

Ptt 1 165.0, C  Ptt-2,3, Cya-NH  

2 123.6, CH 6.76, d (15.0) Ptt-3 Ptt-3, Cya-NH 

3 132.6, CH 7.38, d (15.0) Ptt-5 Ptt-2,5 

4 149.7, C  Ptt-2,3,5  

5 123.2, CH 7.84, brs   Ptt-3 

6 170.8, C  Ptt-5,7  

7 54.6, CH 5.20, q (7.5) Ptt-8a,8b Ptt-8a,8b,10,10’,NH 

8 39.1, CH2 3.01, m 

3.08, m 

Ptt-10,10’ Ptt-7,10,10’,11,11’,NH 

Ptt-7,10,10’,11,11’,NH 

9 127.6, C  Ptt-11,11’  
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10,10’ 130.6, CH 7.16, d (8.0) Ptt-8a,8b Ptt-7,8a,8b,11,11’ 

11,11’ 115.3, CH 6.67, d (8.0) Ptt-10,10’, 12-OH Ptt-8a,8b,10,10’ 

12 156.3, C  Ptt-10,10’,11,11’  

12-OH  9.27, s    

NH  9.39, d (8.0)  Ptt-7,8a,8b, 

Cya 1 170.9, C  Cya-2,3a  

2 49.5, CH 4.73, m    Cya-3a,3b,NH, Drp-b-NH 

3 50.7, CH2 2.68, dd (13.5,5.5) 

3.25, m 

 Cya-2,3b,NH 

Cya-2,3a 

NH  8.18, d (9.0)  Cya-2,3a, Ptt-2 

a500 MHz for 1H, 100 MHz for 13C. bMultiplicity and assignment from HSQC experiment. cDetermined from HMBC experiment, nJCH=8 Hz, 
recycle time 1s, are from carbon(s) stated to the indicated proton(s). dSelected NOE’s from ROESY experiment. 
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Figure S12. HR ESI MS of Cyclotheonellazole B (2)  
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6d-) in DMSO3NMR Spectrum of Cyclotheonellazole C (-H1. Figure S13 
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6d-) in DMSO3NMR Spectrum of Cyclotheonellazole C (-C13. Figure S14 
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6d-) in DMSO3. HSQC Spectrum of Cyclotheonellazole C (5Figure S1 
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6d-) in DMSO3. HMBC Spectrum of Cyclotheonellazole C (Figure S16 
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6d-) in DMSO3. COSY Spectrum of Cyclotheonellazole C (Figure S17 
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Table S2. NMR Data (DMSO-d6) of Cyclotheonaellazole C (3).a 

Position dC, typeb dH  (J in Hz) HMBC correlationsc NOE correlationsd 

Hbza 1 166.4, C  Hbza-3,3’ Gly-NH  

2 124.9, C  Hbza-4,4’  

3,3’ 129.4, CH 7.73, d (8.5)   Hbza-4,4’, Gly-NH,  

4,4’ 114.9, CH 6.78, d (8.5)   Hbza-3,3’ 

5 160.4, C  Hbza-3,3’,4,4’  

5-OH  9.95 brs   

Gly 1 168.9, C  Gly-2a,2b, Ala-NH  

2 42.7, CH2 3.78, m 

3.89, m 

 Gly-NH, Ala-NH 

 

NH  8.46, t (5.5)  Hbza-3,3’, Gly-2a,2b  

Ala 1 171.5, C  Ala-2,3, Dpr-a-NH  

2 47.7, CH 4.33, dq (7.5,7.0) Ala-3 Ala-3,NH 

3 18.5, CH3 1.16, d (7.0) Ala-2 Ala-2,NH 

NH  8.00, d (7.5)  Ala-2,3, Gly-2a,2b 



	 25	

Dpr 1 171.4, C  hAla-NH  

2 51.1, CH 4.03, m  Dpr-b-NH, hAla-NH 

3 40.6, CH2 2.46, m 

3.77, m 

hAla-2 Dpr-3b,b-NH  

Dpr-3a,a-NH 

a-NH  7.94, d (7.5)  Dpr-3b, hAla-2 

b-NH  7.83, brs  Dpr-2,3a, Cya-NH 

hAla 1 174.8, C  Amoha-NH  

2 55.9, CH 4.27, m hAla-4 hAla-3a,4, Dpr-a-NH, Amoha-NH 

3 23.3, CH2 1.78, m 

2.19, m 

hAla-4 hAla-2,3b,4 

hAla-3a,4,NH 

4 11.7, CH3 0.99, t (7.0)  hAla-2,3a,3b,NH 

NH  8.61, d (7.5)  hAla-3b,4, Dpr-2,3b 

Amoha 1 163.9, C  Ptt-NH  

2 198.1, C    

3 60.2, CH 5.04, m Amoha-5 Amoha-4,5,NH 

4 37.1, CH 2.39, m  Amoha-5,7 Amoha-3,7 
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5 16.3, CH3 0.77, d (6.5) Amoha-6a Amoha-3,6a,6b 

6 23.4, CH2 1.08, m 

1.14, m 

Amoha-5,7 Amoha-5,7 

Amoha-5,7 

7 11.9, CH3 0.72, t (7.5) Amoha-6a Amoha-4,6a,6b 

NH  8.32, d (9.5)  Amoha-3, hAla-2 

Ptt 1 165.0, C  Ptt-2,3, Cya-NH  

2 123.5, CH 6.76, m  Ptt-3, Cya-NH 

3 132.7, CH 7.39, d (15.0) Ptt-5 Ptt-2,5, Cya-NH 

4 149.7, C  Ptt-3,5  

5 123.3, CH 7.85, brs Ptt-3 Ptt-3 

6 170.7, C  Ptt-5,7  

7 54.5, CH 5.21, m Ptt-8a,8b Ptt-8a,8b,10,10’,NH 

8 39.2, CH2 3.02, dd (14.0,6.0) 

3.09, m 

Ptt-10,10’ Ptt-7,10,10’,NH 

Ptt-7,10,10’,NH 

9 127.6, C  Ptt-8a,8b,11,11’  

10,10’ 130.6, CH 7.16, d (8.5)  Ptt-7,8a,8b,11,11’ 

11,11’ 115.3, CH 6.68, d (8.5) Ptt-10,10’ Ptt-10,10’ 
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12 156.3, C  Ptt-10,10’,11,11’  

12-OH  9.26, s    

NH  9.40, d (8.0)  Ptt-7,8a,8b, 

Cya 1 170.7, C  Cya-3a  

2 49.5, CH 4.74, m Cya-3a  Cya-3a,3b,NH 

3 50.7, CH2 2.70, dd (14.0,6.0) 

3.25, m 

 Cya-2,3b 

Cya-2,3a 

NH  8.15, d (9.5)  Cya-2, Dpr-b-NH, Ptt-2,3 

=8	Hz,	recycle	time	1s,	CHJn	Determined	from	HMBC	experiment,cMultiplicity	and	assignment	from	HSQC	experiment.	b.	C13H,	100	MHz	for	100	MHz	for	5a

Selected	NOE’s	from	ROESY	experiment.d.	are	from	carbon(s)	stated	to	the	indicated	proton(s) 
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 )3. HR ESI MS of Cyclotheonellazole C (Figure S18 

 


