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Figure 1. "Teflon footed” resorcinarene 1 assemble to give hexameric capsules. Highly
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clarity.

fluorinated alky! groups { Ry = CHCH,CHICH{CF5)4CF3l,) have been removed for viewing
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Table 1. Temperature effects in Diels-Alder reaction of p-

benzoquinone with 1,3-cyclohexadiene in the presence of host
1 in fiuorous solvent.?

P O— G0

Entry Host (mol%%) Time (h) Temp.(°C) Solventt  Yield (%)°

1 none 20 35 pxylena 41
2 none 20 35 FG-72/pxylene 43

3 1(10) 20 35 FC-72/pxylene 57
4 none 12 50 FC-72/pxylens 53
5 110} 12 50 FC-72/pxylene 88

“Reaction condition; banzoquinone (0.25 mmoY), cyclohexadiene (0.25

mmol), host 1 (0.025 mmol) in the case of 10 mol%), 800 rpm, OFC-72

(1.0mL), p-xylene (0.5 mL). “Asolated yieid.
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Table 2 Disls-Alder reaction in the presence of catalyst 1 in
fluorous solvent.®

Entry  Host(mol%) Time{h) Solvent® Yield (%)°

1 none 12 FC-72Mmexane 2

2 1(10) 12 FC-72hexane 62
37 none 12 FC-72hexane 9

49 1(10) 12 FC-72mexane 80
5¢ none 12 FC-72Mhexane 21
8¢ 1(10) 12 FC-72Mhexane 85
7 none 14 HFE-7100 16
B 1(10) 14 HFE-7100 77
g4 1(10) 14 HFE-7100 75

Reaction conditions: benzoquinone (0.25 mmol), cyclohexadiene
(0.25 mmol), host 1 (0.025 mmo! in the case of 1G moi%), 800 rpm.
bFC-72, HFE-7100 (1.0 mL), hexane (0.5 mL). fisolated yield.
daddition of ethanol (1 : EtOH = 1 : 5 ). ¢ Benzoguinone :
cyclohexadiene =1: 2.
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Table 3. Effects of ultrasonic irradiation in Diels-Alder reaction

of p-benzoquinone with 1,3-cyclohexadiens in the presence of
hest 1 in FC-72/hexanea.®

Entry Host (mol%s) Time (h) Ultrasonic imadiation? Yield (%)¢

1 none 3 none 6
2 1(10} 3 3 58
3 1(10) 3 4 83

TReaction condition: benzoquinone (0.25 mmol}, cyclohexadiene (0.25
mmol), host 1 (0.025 mmol) in the case of 10 mol%), FC-72 (1.0mL),
hexane (0.5 mL.), temperature 53'C, 800 rpm. “Output power level.
Asolated yield.
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Table 4. Recovery and reuse of calix[4]resorcinarene 1 in
Diels-Alder reaction in FC-72Mexane in the presence of
ethanol.

Entry 1(10mol%} Time Solvent

Yield (%)?

1 1st use 12 FC-72/exane 80
2 2nd use 12 FC-72Mmexane 82
3 3rd use 12 FC-72Mhexane 80
4 4th use 12 FC-72/hexane 81
5 51t use 12 FC-72Mmexane 78

Reaction conditions: benzoquinone (0.25 mmol),
cyclohexadiene {0.25 mmol), host 1 (0.025 mmol in the
case of 10 mol%), 800 ipm. Jisolated vield.
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Table 5. Diels-Aldar reaction of S-hydoroxymethylanthracena
with Ateyclohexyimaleimide in the presence of hiost 1 in fluorous

sofvent.®
o
N—CD

Entry Host (mol%) Time (h) Temp.(°C) Solvent®  Yield (%)°

1 nene 20 50 FC-72hexane 3
2 1(10) 20 50 FC-72hexane 23
3 none 20 50 HFE-7100 5
4 1 (10} 20 50 HFE-7100 35

“Reaction condition: 8-hydoroxymethylanthracene (0.25 mmol), N
cyclohexyimaieimide (0.25 mmol), host 1 {0.025 mmol) in the case of
10 mol%s), 800 rpm.  °FC-72 (1.0mL), hexane (0.5 mL). 9solated
vield.
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Scheme 2. Synthesis of "Teflon footed” resorcinarene 1.
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Hz), 35.2, 34.6, 32.1, 26.9; IR (KBr) v 3250, 2946,
2874, 1621, 1503, 1445, 1205, 1114, 901, 710 cm’™.
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