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N-Propynyl-1,5-dideoxy-1,5-imino-L-gulitol (26a):
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ESI HRMS: [M+H]* calcd for CoH1sNO4 202.1074; found 202.1076.



N-Propynyl-1,6-dideoxy-1,6-imino-D-mannitol (26b):

o
3
=
o
£
s
=
<
E
o
[=]
o MaNHo moonTnew
N HoHe Y MO8 o9
<+ T T O MmN NN NN
| NS AN
I
T
N = N %S
T T T T T T T T T T T T T T T T T T T
100 95 90 85 80 75 70 65 55 50 40 35 30 25 20 15 10 05 00
f1 (ppm)
Mo ° moaw n ¥ N0
o S w M ® @ ge©
e P o o4 oA e NN NN
i [T N/ ~-
F(d)
3.41
3(17.06),
A(t) E(d) D (d) G ()
4.12 .00 3.37 2.85 2.66
3(4.79), = 3(17.04) J(5.05) 3(2.19)
— — — =]
I
|
|
0
a @ E
- o S
T T T T T T T T T
39 37 36 33 32 31 3.0 29 28 2.7 26

5 34
f1 (ppm)

IH NMR (500 MHz, D,0)



r2.5

3.0

N

‘ i ’ La0

1 (ppm)

: F4.5
4
T T T T T
4.5 4.0 35 3.0 25
f2 (ppm)
~ N ~ n
M S g n
NE] 8§
I
|
|
|
|
T T T T T T T T T T T T T T T T T T
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
f1 (ppm)

13C NMR (100 MHz, D,0)



—72.39
—69.07
55.66
47.35

180

T T T T T T T T T T T T T T T T T
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
f1 (ppm)

13C NMR DEPT (100 MHz, D,0)

W

10
20

30

50

60

;80
;90
;100
;110
120
;130

140

150

T T T T T T T T T T T T T T T
4,5 4.0 3.5 3.0 2.5 2.0 1.5 1.0
2 (ppm)

HMQC NMR

f1 (ppm)



jic001995sn_95a

jic001995sn_95a 51 (1.547) AM2 (Ar,18000.0,0.00,0.00); Cm (3:63) 1: TOF MS ES+
203.1135 4.73e7
100+
202.1073|
185.1031
184.0970)
=
323.0560
204.1170
[0 - ;‘H“ HHU ‘“‘ ‘HH‘ Lol (N ‘\ - \1 () I ‘\ 1

4 + m/z
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500 520 540 560 580 600
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ESI HRMS: [M+H]" calcd for C10H22NO4 220.1544; found 220.1538.

12



N-Butyl-1,6-dideoxy-1,6-imino-D-mannitol (27b):
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ESI HRMS: [M+H]" calcd for C10H22NO4 220.1544; found 220.1543
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N-Hydroxyethyl-1,6-imino-D-mannitol (28b):
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N-Phenethyl-1,5-dideoxy-1,5-imino-L-gulitol (29a):
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N-Phenetyl-1,6-dideoxy-1,6-imino-D-mannitol (29b):

loz217fenetilf2_4
PROTON MeOD {C:\Bruker\TOPSPIN} ic 28

—

@

i
|

3.31
3.31

[

3.31
3.30
3.30

2.99
2.96
2.95
2.89
2.87
2.85
2.84
2.82

j
£
\

4.1

T
4.0

39 3.

T
8 37

1

T T T T T
36 35 34 33 32 31
ppmm)

J fJ i S

Sh  bed

o owHo

N NS

T T T T T T T T T T T T T T T T T
100 95 9.0 85 8.0 7.5 7.0 6. 6.0 5.5 5.0 45 4.0 35 3.0 25 2.0 15 1.0 0.0
1 (ppm)
o T
o NN FRNILINNERE
S aan ToaR~OTANRINM o
¥ qAaN TANATIOPDBD T+
DU R NOOLMITTTTEFTT @
I~ _————y |
|
|
|
|
A
T T T T T T T T T T T T T T T T T T T T T T T
20 210 200 190 180 170 160 150 140 130 120 110f (100) 90 80 70 60 50 40 30 20 10 -10
1 (ppm!

23



n oo

Nbnom — — 00 N [2g]

BN I, Y @ © N

NN T O - <

v—1‘v—1v—1 N O wn [a2]
- ZEANIN |

20 210 200 150 180 170 160 150 140 130 120 110 100
f1 (ppm)

2.4

r2.6

N
q :' -‘3.2

B

34 §

ol

‘ Y-
| r3.6
r3.8

1 I :.4,0
[ 4.2

4.4

— YT ——T——1
4.2 4.0 3.8 3.6 3.4 3.2 3.0 2.8 2.6
f2 (ppm)

24



{4.01,70.04%

A

A

25

30

35

40

45

50

55

60

65

70

75

80

3.6

3.4
2 (pp

3.2
m)

3.0

2.8

2.6

2.4

2.2

f1 (ppm)

25



N-Propynyl-2,3,4,6-tetra-O-acetyl-1,5-dideoxy-1,5-imino-L-gulitol (30a):
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ESI HRMS: [M+H]" calcd for C17H24NOg 370.1496; found 370.1496.
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N-Propynyl-2,3,4,6-tetra-O-acetyl-1,6-dideoxy-1,6-imino-D-mannitol (30b):
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N-Acetoxyethyl-2,3,4,6-tetra-O-acetyl-1,5-dideoxy-1,5-imino-L-gulitol (31a):
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N-Acetoxyethyl-2,3,4,6-tetra-O-acetyl-1,6-dideoxy-1,6-imino-D-mannitol (31b):
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N-Propynyl-2,3,4,6-tetra-O-acetyl-1,5-dideoxy-1,5-imino-D-glucitol (36a):
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Intensity
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186propf2.raw#73 @0.70 MS1 p +, base peak: 382.2002 m/z (1.2E10)
Scan defintion: FTMS + p ESI Full ms [100.00-1500.00]

ESI HRMS: [M+H]" calcd for C23H2sNO4 382.2013; found 382.2002
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N-Propynyl-2,3,4,6-tetra-O-acetyl-1,6-dideoxy-1,6-imino-L-iditol (36b):

7

N

OBn
o O O W O OO M NS UD O COWW O MNT O
QN VY QAR RODO OOUAN T T T SO n NN mm o,
T T T < Mmoo m MMM omomm MO NNNNNN NN N
7N = e e ~ SN ~I~
i
T T T T T T T T T T T T T T T T T T T T T T T T T T T
50 49 48 47 46 45 44 43 42 41 40 39 38 37 36 35 34 33 32 31 30 29 28 27 26 25 24 23 22 21
f1 (ppm)
M I\
T sy e s
i oN © 10 10 Qo o
S ] oA eeQ <
T T T T T T T T T T T T ONTYT TONTONY ™Y T T T T T T T
105 100 95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 00 -05
f1 (ppm)
— O T
(22 lYe R e e} TN =0 WYOT O ~
N 0NN NHWMOONGO O N
M NN AN WOONNWOWM® O «©
o CONMNMNNMNWOWWDM <
I~ I e | I
T T T T T T T T T T T T T T T T T T T T T T
220 210 200 190 180 170 160 150 140 130 120 f11{0 )100 90 80 70 60 50 40 30 20 10
1 (ppm

41



— Oy &
O N n [ee] < ~ ~
0 NN wn N e N ~
N NN o ™ 0 o o]
— rH o [*3] ~ ((s] mn <
| | | |
160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
f1 (ppm)
2.0
- F2.5
'. _3.0
-
.
E
35 E
. 3
‘ s =
4.0
.

MMLMJ

. L
4.5
] 5.0
5.5
!
I * I * | ® I & [ * 1 *» I « 1T & | * | ¥ | ¥ T * I & ] &1 ¢ & T % | & [ % |
5.4 5.0 4.6 4.2 3.8 3.4 3.0 2.6 2.2 1.8
2 (ppm)

42



186propf1.raw#177 @1.71 MS1 p +, base peak: 382.2001 m/z (1.2E10)
Scan defintion: FTMS + p ESI Full ms [100.00-1500.00]
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ESI HRMS: [M+H]" calcd for C3H2sNO4 382.2013; found 382.2001
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186bufF2.raw#285 @2.76 MS1 p +, base peak: 400.2477 m/z (4.3E9)
Scan defintion: FTMS + p ESI Full ms [100.00-1500.00]
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ESI HRMS: [M+H]" calcd for C24H3sNO4 400.2483; found 400.2477
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186bufF1.raw#149 @1.44 MS1 p +, base peak: 400.2475 miz (1.1E10)
Scan defintion: FTMS + p ESI Full ms [100.00-1500.00]
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ESI HRMS: [M+H]" calcd for C24H3sNO4 400.2483; found 400.2475
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20612.raw##45 @0.43 MS1p +, base peak: 388.2120 miz (2.6E10)
‘Scan defintion: FTMS + p ESI Full ms [100.00-1500.00]
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ESI HRMS: [M+H]* calcd for C22H30NOs 388.2119; found 388.2102
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ESI HRMS: [M+H]" calcd for C10H22NO4 220.1544; found 220.1545
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ESI HRMS: [M+H]" calcd for CsH1sNOs 208.1180; found 208.1176
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