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A. Other Tested Ketone

Acetophenone was not applicable to the standard reaction conditions, because no corresponding
oxetane product was obtained.

o) o) NaOH (3 equiv)
)j\ + +§ 1~ O;Z
Ph ah

DMSO, rt Ph

2 0%

B. X-Ray Crystallographic Data

The obtained compound 3a (30 mg) was dissolved in CH2Cl; (0.2 mL) in a test tube at room
temperature. Then petroleum ether (15 mL) was added to the solution slowly along the tube wall,
resulting in a two-phase mixture. Finally, sealed the test tube with a rubber plug penetrated by a
needle. Then the colorless crystal of 3a was formed after the two-phase mixture has diffused. The
X-ray crystallographic structures for 3a. ORTEP representation with 50% probability thermal
ellipsoids. Solvent and hydrogen are omitted for clarity. Crystal data have been deposited to

CCDC, number 2118496.

- Prob = 350
Temp =

170

71

- (220321)

Z =159 zh Om P21 21 21 R = 0.05 RES= 0-107 X
Empirical formula C24H18F20S
Formula weight 392.44
Temperature 170.0K
Wavelength 0.71073 A
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Crystal system, space group

Unit cell dimensions

Volume

Z, Calculated density

Pcalc

il

F(000)

Crystal size

Radiation

Theta range for data collection
Index ranges

Reflections collected
Independent reflections
Data / restraints / parameters
Goodness-of-fit on F?

Final R indexes [[>=20c (I)]

Final R indexes [all data]

orthorhombic, P2:2:2;

a=5.7949(4) A alpha =90 deg.
b =15.4144(12) A beta = 90 deg.
c=21.1109(17) A gamma = 90 deg.

1885.7(2) A3

4

1.382 g/cm?

0.203 mm'?

816.0

0.15 %0.08 x0.05 mm3

MoKa (A = 0.71073)

1.929 to 26.433 deg.
-6<h<7,-19<k<16,-26<1<26
14420

3865 [Rint = 0.0699, Rsigma = 0.0727]
3865/0/253

1.095

R;=0.0532, wR2 = 0.1108

R1=0.0777, wR2 = 0.1295



C. NMR Spectra of Compounds

'H NMR (500 MHz, CDCls) spectrum for 1u
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BF NMR (471 MHz, CDCls) spectrum for 1u
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13C NMR (101 MHz, CDCls) spectrum for 3a
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'H NMR (400 MHz, CDCls) spectrum for 3b
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F NMR (376 MHz, CDCls) spectrum for 3b
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'H NMR (400 MHz, CDCIs) spectrum for 3c
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13C NMR (101 MHz, CDCls) spectrum for 3c
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'H NMR (400 MHz, CDCls) spectrum for 3d
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F NMR (376 MHz, CDCls) spectrum for 3d
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'H NMR (400 MHz, CDCIs) spectrum for 3e
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13C NMR (101 MHz, CDCls) spectrum for 3e
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'H NMR (400 MHz, DMSO-ds) spectrum for 3f

L 1600000

L 1500000

L 1400000

L 1300000

L 1200000

L 1100000
L 1000000

L 900000

L 800000
L 700000
L 600000
L 500000
L 400000
300000
200000
L 100000

Lo

L ~100000

026'¢
ov6'c
6¥6'C
096°¢
896'C
686°C
slce
AR
[4:158
06€'€
66€°€
L0V'E
134
6Cv'e
ovv'e
125V
[A4R4
6vS ¥
8GG' ¥
1ERd
08S'¥
€89t
869V
S0L'Y
1474
0cL'y
9€L'Y
€6G°L
1SG°L
V.G L
8.G°L
885
26G°L
1092
L09°L
LLo'L
129,
T4 A
8€9°L
cv9L
6€L°L
6G.°L
156",
8.6°L
000'8
6€0'8
090°8
€618
961°8

W

MeQ-S

.

PPO'L
2ZL'€
60°L

0'e
¥Z0'z
250°€
202

0L

£1 (ppm)

13C NMR (101 MHz, DMSO-ds) spectrum for 3f

|- 1100000
L 1000000

L 900000

L 800000

L 700000

L 600000
L 500000
400000

L 300000
200000
L 100000

L ~100000

v8've —

29’8y —

vi'eL—

92’26
_‘m.NGW
8.'C6

S TAVAAY
o9'Lel
LLeel
oceel
ceeel
g8cel
Le'cel
LlLeel
€ovelL
Sy velL
Lelel
6e°L€EL
oc'gel
8c8el
€Lyl
Loyl
Le'6vL

e

MeQ-S

10

30 20 10

40

130 120 110 100 90 80 70 60
£1 (ppm)

140

200 190 180 170 160

210

13



BF NMR (376 MHz, DMSO-ds) spectrum for 3f
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'H NMR (400 MHz, CDCls) spectrum for 3g

L 4000000

L 3500000

L 3000000
L 2500000

12000000

L 1500000

L 1000000

L 500000
Lo

98¢
628'¢
Ly8'C
£68°¢
858'¢C
G98°C
118°¢C
9/8C
68°¢
868'C
vov'e
08Yv'e
987'¢
£67'E
2c0s'e
60G°€ ﬁ
Sls'e

LESE ﬁ

709 ¥
029t
129V
SeE9'Y
[A4°R4
LS9V —
928t
A4 a4
8Y8't
LG8V
Y98t
6.8V
9167,
025
€€G°L
L€G°L
CvS Lk
6vS L
9G65°L
1967,
G9G°L
6.G°L
€8G°L
16G°L
S6S°L
€L9°L
919,
6.9°L
10L°L
cLL L
€€LL
18°L
228
v€8°L
2G68'L
0.8,
G/18'L
€608

CF3

=o'l

660
5001

s

Lo

£1 (ppm)

14



13C NMR (101 MHz, CDCls) spectrum for 3g
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'H NMR (400 MHz, CDCIs) spectrum for 3h
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F NMR (376 MHz, CDCls) spectrum for 3h
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F NMR (376 MHz, CDCls) spectrum for 3j
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F NMR (376 MHz, CDCls) spectrum for 3l
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F NMR (376 MHz, CDCls) spectrum for 3n
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'H NMR (400 MHz, CDCls) spectrum for 3p
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F NMR (376 MHz, CDCls) spectrum for 3p
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'H NMR (400 MHz, CDCIls) spectrum for 3r
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F NMR (376 MHz, CDCls) spectrum for 3r
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13C NMR (101 MHz, CDCl3 f
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'H NMR (400 MHz, CDCIs) spectrum for 3t
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F NMR (376 MHz, CDCls) spectrum for 3t
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13C NMR (126 MHz, CDCls) spectrum for 3u
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'H NMR (400 MHz, CDCIls) spectrum for 4a
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F NMR (376 MHz, CDCls) spectrum for 4a
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13C NMR (101 MHz, CDCls) spectrum for 5a
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13C NMR (126 MHz, CDCls) spectrum for 5b
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