Synthesis

Reviews and Full Papers in Chemical Synthesis

Supporting Information
for DOI: 10.1055/s-0036-1588791
© Georg Thieme Verlag KG Stuttgart - New York 2017

@ Thieme



Allylic azide rearrangement in tandem with intramolecular Huisgen cycloaddition for iminosugar and
glycomimetic synthesis. Functionalized piperidine, pyrrolidine and pyrrolotriazoles from b-mannose
Rekha Chadda

Patrick McArdle
Paul V. Murphy*

School of Chemistry, National University of Ireland Galway, University Road,
Galway, Ireland H91 TK33

* paul.v.murphy@nuigalway.ie

Supporting information

Index

S1-S7 Selected 1D NOESY and 2D NOESY. The files herein were created with Mestrenova and are embedded from Mestrenova. They can be
edited/viewed using Mestrenova software.

S8 NMR data for 25 and its comparison with published data.

S1


mailto:paul.v.murphy@nuigalway.ie

—SPh

O,
7<OWE>NH

2.5

3.0

3.5

4.0

l4.5

5.0

5.5

6.0

6.5

2D-NOESY spectrum for 20 =
o WL A M
o 3 &
E
k-3 f T f:; ]
0
;.O ' é.S ' g.O ' 5‘.5 ' 5‘.0 ' ‘ ' ‘{.0 ' 3‘.5 ' 3‘.0

4.5
f2 (ppm)

S2

f1 (ppm)



L

SPh

O,
<
e
—
21
2D-NOESY spectrum for
£
./
. 4
4
o’
T T : T T T T T T T T T T T T T T T T
8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0 -0.5

f2 (ppm)

S3

f1 (ppm)



NH.HCI
SN
N
OH OH
45
2D-NOESY spectrum for

ol |

i
|

T T T T T T T T T T T T T
7.0 6.5 6.0 5.5 5.0 4.5 4.0
2 (ppm)

sS4

3.5

3.0

2.5

3.0

r3.5

4.0

4.5

5.0

5.5

6.0

6.5

7.0

7.5

f1 (ppm)



1D NOESY for

HO:..

HO'

28

—SPh

NH
—
T T T T T T T T T T T T T T T T T T T
2.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 45 4.0 3.5 3.0 25 2.0 15 1.0 0.5
f1 (ppm)

S5

10

r-10

r-15

r-20

r-25

-30

r-35

I-40

F-45

r-50

r-55

r-60




SPh

1D NOESY for

T T T T T T T T T T T
6 5 4 3 2 1 0 -1 -2
f1 (ppm)

S6



0
NH
XN\
1D NOESY for 33
=2
-1
T T T T T T T T T T T T T T T T
14 13 12 11 10 8 6 5 4 3 2 1 0 -1 -2
f1 (ppm)

S7



Comparison of *C-NMR data for 25 with published data

25 (HCl salt) 56.1 | 68.2 69.6 64.6 41.3 129.5 124.7
Wrodniggand | 56.2 | 68.3 69.7 64.7 41.5 129.6 124.8
co-workers

Comparison of *H-NMR data for 25 with published data (Wrodnigg and co-workers).

Wrodnigg et al data (300
MHz, D,0)

25 HCl salt (500 MHz, D,0)

5.82-5.70 (m, 1H)

5.77-5.68 (m, 1H)

5.05 (dd, 2H) 5.48 (d, 1H, J = 10.5 Hz)
5.47 (d,1H,J) =17 Hz)
4.11 (brs, 1H) 4.04 (brs, 1H)

3.73-3.70 (m, 2H)

3.83 (ddd, J=11.7, 5.1, 2.6,
0.9 Hz, 1H)

3.20(dd, 1H,J12.3 Hz,J 4.1
Hz)

3.64 — 3.67 (overlapping
signals, 2H),

3.06 (dd, 1H, J 11.8 Hz);

3.05(dd, J=12.1, 5.0 Hz,
1H),

3.04 (ddd, 1H)

3.02 (t,J = 11.8 Hz, 1H)
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