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Experimental details and characterisation data of 

peracetylated cyclodextrins 2a, 2b and 2c. 

General 

2I-O-allyl-β-cyclodextrin [1], and 3I-O-allyl-β-cyclodextrin [2], and 6I-O-allyl-β-

cyclodextrin [3], were prepared according to the previously described procedures.  

 

General Procedure for Peracetylation of Allylcyclodextrins.  

Suspension of allylcyclodextrin (1 mmol) in acetic anhydride (0.47 mol) and 

triethylamine (0.36 mol) was stirred at 80 °C for 5 hours. After cooling to room 
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temperature, the reaction mixture was diluted by the addition of 0.5 M HCl (60 mL) 

and the extracted with CHCl3 (3 × 50 mL). The combined organic extracts were dried 

over anhydrous Na2SO4, concentrated in vacuo to give brown residue that was 

subsequently purified by column chromatography (silica gel, eluent: CHCl3/MeOH, 

100:1.) 

 

Per-O-acetyl-2I-O-allyl-β-cyclodextrin 2a. The compound was prepared from 2I-O-

allyl-β-cyclodextrin (1.92 g, 1.6 mmol). Column chromatography gave the title 

compound, 3.08 g (94%), as a white powder whose spectral data were in agreement 

with the published data [4]. 

 

Per-O-acetyl-3I-O-allyl-β-cyclodextrin 2b: The compound was prepared from 3I-O-

allyl-β-cyclodextrin (0.48 g, 0.4 mmol). Column chromatography gave the title 

compound, 0.77 g (94%), as a white powder: m. p. 130.6 °C; [α]D
20 = + 114.2 (c = 

0.0026 in MeOH); IR (KBr): ν̃ = 2953, 1747, 1368, 1237, 1044 cm−1; 1H NMR (600 

MHz, CDCl3):  = 5.91 (ddt, J = 17.2, 10.2, 5.4 Hz, 1 H, H-2’), 5.47 (dd, J = 9.0, 1.2 

Hz, 1 H, H-3), 5.35-5.23 (m, 6 H, 5 × H-3, H-3’b), 5.14–5.10 (m, 2 H, H-3’a, H-1), 

5.08–5.01 (m, 6 H, 6 x H-1), 4.80–4.66 (m, 7 H, 7 x H-2), 4.58 (dd, J = 12.6, 1.2 Hz, 1 

H, H-6), 4.55–4.45 (m, 6 H, 5 × H-6, H-1’a), 4.36 (dd, J = 12.6, 4.2 Hz, 1 H, H-6’), 

4.29–4.02 (m, 14 H, H-1’b, 7 × H-6, 6 × H-5), 3.91–3.88 (m, 1 H, H-5’), 3.79 (dd, J = 

9.0, 1.2 Hz, 1 H, H-3I), 3.76–3.64 (m, 6 H, 6 × H-4), 3.56 (t, J = 9.0 Hz, 1 H, H-4I), 

2.12–1.97 (m, 60 H, 20 x CH3); 
13C NMR (150 MHz, CDCl3):  = 170.87–169.31 (20 × 

C=O), 135.49 (C-2’), 115.88 (C-3’), 97.58 (C-1I), 97.35 (C-1), 97.34 (C-1), 97.07 (C-

1), 96.61 (C-1), 96.33 (C-1), 96.26 (C-1), 80.94 (C-4I), 77.51–69.24 (7 × C-2, 6 × C-3, 

6 × C-4, 7 × C-5), 77.43 (C-3I), 74.71 (C-1’), 62.40 (C-6I), 62.72–62.33 (6 × C-6), 
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21.12–20.71 (20 × CH3); MS (EI, m/z (rel.%)): 2038.4 (100), 1851.3 (18), 1030.8 (62), 

937.8 (10). 

 

Per-O-acetyl-6I-O-allyl-β-cyclodextrin 2c. The compound was prepared from 6I-O-

allyl-β-cyclodextrin (8 g, 6.8 mmol).  Column chromatography gave the title 

compound, 13.16 g (96%), as a white powder whose spectral data were in 

agreement with the published data [1]. 
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