Synthesis of N-acyl sulfamates from fluorosulfonates and
potassium trimethylsilyloxyl imidates
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'H and 3C NMR spectra of new compounds

1-(4-methoxyphenyl)piperazine (1c1):
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1-(4-methoxyphenyl)piperazine (1m)
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5-methoxy-1H-indole-1-sulfonyl fluoride (1n)
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4-(((3R,4R)-4-(3,4-dimethoxybenzyl)-2-oxotetrahydrofuran-3-yl)methyl)-2-methoxypheny!

sulfurofluoridate (1s)
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[1,1"-biphenyl]-4-yl benzoylsulfamate (3al)
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p-tolyl benzoylsulfamate (3a2)
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4-methoxyphenyl benzoylsulfamate (3a3)

ISR R R v v v &
9 o
\_o
° —
(o)
W i N W BSpes
79 78 77 76 75 74 73 72 71 7.0 69
f1ppm,
(DN B
mOST T 1
12.0 115 11.0 10.5 10.0 95 9.0 85 80 75 7.0 65 60 55 50 45 40 35 30 25 20 15 10 05 00
f1(ppm,
T ] T 7 0 .
\\S/°
o,
0/
200 190 180 170 160 150 140 130 120 110 100 90 8 70 60 50 40 30 20 10 0
f1(ppm,

S8



4-chlorophenyl benzoylsulfamate (3a4)
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4-iodophenyl benzoylsulfamate (3a5)
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4-cyanophenyl benzoylsulfamate (3a6)
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3-methoxyphenyl benzoylsulfamate (3b1)
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3-cyanophenyl benzoylsulfamate (3b2)
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2-(tert-butyl)phenyl benzoylsulfamate (3¢1)
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2-cyanophenyl benzoylsulfamate (3¢2)

W WA

By

120115 11.0 10.5 10.0 95 9.0 85 80 75 7.0 65 60 55 50 45 40 35 30 25 20 15 10 05 00

f1ppm,

166.10
150,97

2 Q
\
o
z

200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
f1(ppm,



2-bromophenyl benzoylsulfamate (3¢3)

9 q
N\ 0
Br

7.85 7.75

~
© 200
wv

1

200

75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 00
f1(ppm,

12.0 115 11.0 10.5 10.0 95 90 85 80

170.65
149.99

o

o\\s/"
X0

o MWWWWWWW%MW

150 240 230 220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 _10 -20 3(
f1(ppm,

S1



2,6-dimethylphenyl benzoylsulfamate (3d)
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pyridin-3-yl benzoylsulfamate (3e)
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quinolin-8-yl benzoylsulfamate (3f)
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p-tolyl (4-methoxybenzoyl)sulfamate (3g)
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p-tolyl (4-bromobenzoyl)sulfamate (3h)
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p-tolyl (4-(trifluoromethyl)benzoyl)sulfamate (3i)
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p-tolyl benzoylsulfamate (3j)
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p-tolyl (thiophene-2-carbonyl)sulfamate (3k)
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p-tolyl tridecanoylsulfamate (31)
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N-((4-(4-methoxyphenyl)piperazin-1-yl)sulfonyl)benzamide (3m)
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N-((5-methoxy-1H-indol-1-yl)sulfonyl)benzamide (3n)
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N-((4-nitrophenyl)sulfonyl)benzamide (30)
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N-((5-(dimethylamino)naphthalen-1-yl)sulfonyl)benzamide (3p)

E0'E—

S¥'L
St
IA
8t'L
8F'L
65°L
092
9L
9L
ELL
SLL
LLL
8L
mWhN
LP'8
8+'8
85'8
o@wﬂ
o@w\
78’8

7.95 7.B85 7.75 785 755 745 7.35 7.15

fl ppm,

=009

s10z|

007
=£0'1

Mog|

=001
001

=001

70 60 50 40 30 20 10 0.0
flppm,

8.0

120 11.0 100 9.0

155p—

brIST—

£2591—

100
f1ppm,

110

120

180 170 160 150 140 130

190

200

80 70 60 50 40 30 20 10

90

S2



(8R,9S,13S,14S,17S)-17-hydroxy-13-methyl-7,8,9,11,12,13,14,15,16,17-decahydro-6H-
cyclopentafa]phenanthren-3-yl benzoylsulfamate (3q)
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(7R,9S,13S,14S,17S)-17-hydroxy-13-methyl-7-(9-((4,4,5,5,5-pentafluoropentyl)sulfinyl)nonyl)-
7,8,9,11,12,13,14,15,16,17-decahydro-6H-cyclopentafa]phenanthren-3-yl benzoylsulfamate (3r)
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4-(((3R,4R)-4-(3,4-dimethoxybenzyl)-2-oxotetrahydrofuran-3-yl)methyl)-2-methoxypheny!

benzoylsulfamate (3s)
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