SUPPLEMENTARY INFORMATION FOR THE ARTICLE:

Effect of Peracetylation on the Conformation of y-Cyclodextrin

Mino R. Caira, Giampiero Bettinetti, Milena Sorrenti,
Laura Catenacci and Dyanne Cruickshank

(a) Representative Thermogravimetric traces, Differential Scanning Calorimetric traces
and XRPD patterns for isostructural solvates of peracetylated y-Cyclodextrin:

1 TAyCDQ2(ethanol)H,O

2 TAYCDW.5(2-propanol)H,O
3 TAyCD.5(acetone)

4 TAyCDO.5(n-propanol)

5 TAyCD[3(ethanol)

(b) Tabulated summary of thermal data



1 TAyCD2(ethanol)H.O

894TG (TAGCAXELOH/H201:1) del 7/4/04, 20.04.2004 10:28:42 Method: 30/300 10K/min con blank curve
894TG (TAGCAXEtOH/H201:1) del 7/4/04, 4.7387 mg 30.0-300.0°C 10.0°C/min
Ffi— Step -1.150 %
\1 -54.477e-03 mg
: Left Limit  35.63 °C
Right Limit 57.09 °C
.2 Step -3.204 %
mg -0.152 mg

Left Limit 58.85 °C
Right Limit 109.16 °C
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\894TG (TAgCAXEtOH/H201:1) del 7/4/04

894TG (TAQCAXEtOH/H201:1) del 7/4/04, 4.7387 mg
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3107 (TAQCAXECCH/H201:1) del 7/4/04 c.f., 20,04.2004 10:27:12 Mothod: -10/300 10K/min blamk
3107 (TAgCAXEEOH/H201:1) del 7/4/04 c.f., 3.3680 mg -10.0-300.0°C 10,0°C/min
Integral ~73.09 mZ
normalized -21.70 Jg-i
Onset 96.40 °C
Peak 106.13 °C
2 Left Timit 84.50 °C
F Right Limit 125.72 °C
A Integral -82.20 mJ
nermalized ~24.41 Jgn-1
normalized -8521.J g* Onset 223.33 °C
Peak 43.77 °C Peak 226.51 °C
Left Limit 215.79 °C
Right Limit  236.34 °C
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2 TAyCD[.5(2-propanol)H,O

~956TG TAGCD xisop/H20 24/11/03 repl.
956TG TAGCD xisop/H20 24/11/03 repl., 5.0199 mg

S

K3
Step ~0.774 % Step -3.515 %
2 -38.831e-03 mg -0.176 mg
ng Left Limit 36.17 °C Left Limit 73.33 °c
Right Limit 73.33 °C Right Limit 158.67 °C
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3179 TAQCD xisop/H20 24/11/03 repl. c.f., 12.05.2004 16:44:08
3179 TAGCD xisop/H20 24/11/03 repl. cf., 3,2390 mg

Method: -10/300 10K/min blank
-10,0-300,0°C 10,00°C/min

Integral 27,61mJ
normalized - -8,52 Jg-1 Integral 112,32 mJ
Onset 36’18.(: normalized -34,68 Jg"-1
2 Peak 4a115°C Onset 118,56 °C
W LeftLimit  4,53°C Peak 138,96 C
Right Limit ~ 85,72°C LeftLimit  99,85°C
Right Limit 180,83 °C Integral 81,37 mJ
normalized -25,12 Jg*-1
Onset 227,52°C
Peak 230,27 °C
Left Limit 212,17°C
Right Limit 237,63 °C
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3 TAyCDI.5(acetone)

482TG TAgCDxH20/Acetone 1:1 (vol) 2/5/02, 11,2263 mg

482TG TAgCDxH20/Acetone 1:1 (vol) 2/5/02, 10.05.2002 05:50:45

Step -1,808 %
0,203 mg
Left Limit 33,17 °C
Right Limit 91,21 °C
0,2
mg
Step -1,960 %
-0,220 mg
Left Limit  91,21°C
Right Limit 168,96 °C
Rl
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Lab: LCFA STAR® SW 8.10
3006 TAGCd x Ac/H20 c.for. , 09.02.2004 11:15:50
3006 TAgCd x Ac/H20 c.for. , 3.7380 mg Inteqral o765 my
malized -26.12 Jg~-1
Onset 224.15
Peak 227.77
Left Limit 215.93
Right Limit 233.
Integral -71.23 mJ
normalized -19.05 Jg*-1
onset 12.72 °c
2 Peak ) 45-97:5 Integral -60.34 mJ
b Left Limit 4.56 °C normalized -16.14 Jg~-1
Right Limit  80.86 °C onset 91.81 °C
Peak 118.44 °C
Left Limit 82.07 °C
Right Limit  145.87 °C
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4 TAyCD[.5(n-propanol)

480TG TAGCd Xnprop 2/5/02, 09.05.2002 11:01:01
480TG TAgCd Xnprop 2/5/02, 11,1122 mg

¢

Step 1,946 %
0,216 mg
Left Limit 34,3 °C

Right Limit 92,62 °C

0,2
mg
Step -1,973 %
-0,219 mg
Left Limit 92,62 °C
Right Limit 169,67 °C
1
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Lab: LCFA STAR® SW 8.10
Aexo
Method: -10/300 10K/min blank

2205 TAgCd xn-prop 2/5/02 cr for,

2205 TAgCd x n-prop 2/5/02 cr for, 3.6330 mg

09.05,2002 16:02:01

-10.0-300.0°C 10.0°C/min

Integral -91.89 nd
normalized -25.29 Jg~-1
Onset 221.67 °C
: Peak 227.00 ¢
W Left Limit 214.08 °C
Right Limit  233.10 °C
Integral -67.76 nJ
sormalized -18.6% J9°-1  pnpeqral ~65.47 mJ
onset 27.04 "¢ normalized -18,02 Jg~-1
peak 59.46 °C onset 98.93 °C
Left Limit 18.25 °C Peak 125.96 °C
Right Limit 92.17 °C Left Limit
- Right Limit
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5 TAyCD[3(ethanol)

887TG (TAGCAXEtOH) del 7/4/04, 19.04.2004 10:37:35
887TG (TAGCAXEtOH) del 7/4/04, 4.3177 mg
Step - %

Method: 30/300 10K/min con blank curve

30.0-300.0°C 10.0°C/min
1.372

-59.228e-03 mg
Left Limit  33.87 °C

Right Limit 48.65 °C
-2 Step -4.064 %
mg =-0.175 mg
Left Limit 50.05 °C
Right Limit 90.86 °C
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\887TG (TAgCAXEtOH)
887TG (TAGCAXELOH)

del 7/4/04
del 7/4/04,

4.3177 ng
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3098 (TAGCAXEtOH) del 7/4/04 c.f., 19.04.2004 10:35:57 Method: -10/300 10K/min blank
3098 (TAJCAXELOH) del 7/4/04 c.f., 4.6750 mg -10.0-300.0°C 10.0°C/min

Integral -110.52 mJ
normalized -23.64 Jg*-1
Onset 220.47 °C

Peak 226.19 °C
Left Limit 218.66 °C
Right Limit  232.53 °C

i 144 Integral -195.36 nJ
normalized -3.14 Jg normalized -22.54 Jg*-1
Peak §5.48 °C onset 85.72 °C
Peak 107.97 °C
Left Limit 82.48 °C
a Righz Limit 126.96 °C
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TABLE: Summary of thermal data for solvates 1-5

Solvate Solvent of crystallization Step 1 Step 2 Total mass
mass loss® mass loss® loss (%)
(Y0) (Y0)

1 (a) Ethanol/water 1/1 (v/v) 1.1 3.2 4.3

(b) EtOH/water 96.4% by wt EtOH

2 2-propanol/water 4/1 (v/v) 0.77 3.5 4.27

3 Acetone/water 1/1 (v/v) 1.8 2.0 3.8

4 n-propanol 1.9 1.97 3.87

5 EtOH (100%) 1.4 4.1 5.5

o

‘Averages of triplicate determinations



