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Wood of angiosperms contains usually 3-570 O-acyl (U-acetyl and 0formyl) 
groups 1 ,‘. Extraction of holocellulose from these sources under mild conditions (e.g., di- 
methyl sulfoxide and water) provides, in some cases, D-xylans having a high acetyl content. 
On extraction with dimethyl sulfoxide, a chlorite holocellulose from white-birch wood gave 

a D-xylan containing 5.3 0acetyl groups per 10 a-xylose residue?. Consequently the pre- 
sence of these substituents may lead to the isolation, by enzymic degradation, of partially 

acetylated oligoxylose derivatives. Recently, in our laboratory, samples of xylobiose con- 
taining acetyl groups were isolated4 from “exploded wood”. In order to determine the loca- 
tion of these groups in disaccharides, one of the methods consists in acetylating with (‘H3> 
acetic anhydride the compound to completion, under mild conditions, and to investigate 

the resonances of the acetyl groups by ‘II-n.m.r. spectroscopy. With this aim, we have 
determined unambiguously all of the six acetyl group resonances of 1.2,3-tri-0-acetyl-4-Q 
(2,3,4-tri-O-acetyl-~-D-xylopyranosyl)~-~~-xylopyrar~ose (14) from its ‘H-n.m.r. spectrum 
recorded for a solution in (‘H,)benzene (see Table I). 
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Fig. 1. The acetyl group signals in the ‘H-n.m.r. spectrum of compound 14 at 200 MIIz for a solution in 
(=H,)benzene. 

signals corresponding to the resonances of OAc-1, -2, and -3. Thus, comparison between the 

signals of 8 and 14 allowed to allocate the signals between reducing and nonreducing units. 

The chemical shifts of OAc-3’ and -4’ were attributed by labeling the acetyl group at O-4’ 

(9 + IO) and O-3’ (12 + 13); and the resonance of OAc-2’ was obtained by difference. The 

same approach identified the resonances of the acetyl groups of the reducing unit. 

Acetylation of 15 with (*Hs)acetic anhydride gave 16, the ‘H-n.m.r. spectrum of which al- 

located the resonance of OAc-I, comparison between the signals of 17 and 14 allocated 

the resonance of OAc-3. 
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