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Abstract A hexachloro-metabolite, dysidamide (2) has been 

isolated from a Red Sea sponge Dysidea sp and its structure -- 

determined by MS, 1D and 2D NHR spectroscopy 

The sponge genus Dvsidea has been the source of diverse organic metabolites which have 

Included bromophenols , sesquiterpenoids2 1 and chlorinated compounds3 exemplified by (1)3a 

We report the isolation of a hexachloro-metabolite (2). for which we propose the name 

dysidamide, from Dysidea sp 

Dysidamlde (2) was the major metabolite obtalned from the chloroform fraction of the 

ethanol extract of the dried sponge collected near Massawa in the Red Sea Repeated column 

chromatography on silica gel (CHClB pet.ether 1 1) afforded dysidamide (2) which 

crystallized as fine white needles (m p 123-124'C, [o(lD21 - - 14 go (c - 1, CHC19) The 

molecular weight and the formula C 15H21C16NOB was established by chemical ionization mass 

spectrometry and 13C-NMR 

The IR spectrum (RBr) indicated the presence of hydroxl (3540, 3460cm-l), carbonyl 

(1720cm-') and gem dimethyl (doublet at 1380cm-') gKOUpS The mass spectrum ((X-methane) 

showed a cluster of peaks around m/z 476 (82%, I&) with a pattern characteristic of 

hexachlorrnated compounds4 The majOK peaks at m/z 440 (lOO%, MH+-HCl), 404 (S%, MH+-2HCl), 

358 (13%, MH+-CC13), 316 (7%, MH+-C4H6C13), 288 (180, MH+-C5H6C130) 252 (13%, 288-HCl) and 

128 (60%, CH(OH)CH-N+HC(0)CMe2) could all be accounted for by structure (2) 

The 13C NMR spectrum showed two singlets at 106 97 and 105 86 ppm typical of the 

trlchloromethyl grouping 3a and two carbonyl signals at 179 84 and 172 39 ppm whrch agree 
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with an N-acylated-2pyrolidinone system 3a The remainder of the 13C NMR spectrum consisted 

of resonances (Table 1) which accounted for the remaining 11 carbon atoms of the molecule 

Valuable information was obtained from the 360 MHz 'H NMR spectra of dysidamide (z), its 

acetateh5 and the hydrolysis product 1 (Table 1) The structure was substantiated both by a 

C-H correlation (Table 1) and a H-H COSY experiments6. The later experiment enabled the 

assignment of all the protons in the molecule The relative stereochemistry at C-4 and C-5 

was determined from NOE measurements on the acetate derivative, 4 (9% enhancement between li- 

4 & 5) 

TABLE 1 'H & l3 C NMR Data and H-C Correlations of Compounds 2 h 2 in d6-acetone 

2 1 

C-H# SC SH SC SH 

Yf f”; f 
C4-H 72 50 d 

C5-H 
C6-H 533 5: ': 

0-H 54 27 d 

ccss 
106 97 s 

ZP 

:;:_H 

C3'-H 51 34 d 
;';:_H 105 17 86 00 s 

q 

1.16 s 
1 37 d(J-6 4 Hz) 

3 52 
20 

brd(J-16 9, 1 7 Hz) 
3 
3 23 

dd(J-16 9, 
ddq(J-1 7, 

9 5 Hz) 
9 5, 6 3 Hz) 

1 33 d(J-6 3 Hz) 

179 69 s 
44.20 s 
76.29 d 

52 78 d 
106 43 s 

6 80 brs (w) 

8 995 5 
1:26 d(J-6 4 Hz) 

# C-H Correlations 
8/6, 11, 9/10, 4, 10/9, 1 /6, 6 , 1'/1e,21, 2 /5*, 3'/1',5':4 /2',5 ,5 /2 

C-No{H-No's 2/4 9 & 10, 3/9, 10 5 6 O$ 4/6) 9, l?, 5/O& 6/11, 7/5; 

DK 

4 

5 
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