Synthesis of and molecular dynamics simulations on a tetrasaccharide
corresponding to the repeating unit of the capsular polysaccharide from Salmonella

enteritidis

Johan D. M. Olsson,? Jens Landstrom,? Jerk Ronnols,? Stefan Oscarson®® and

Goran Widmalm*?
% Department of Organic Chemistry, Arrhenius Laboratory, Stockholm University,

S-106 91 Stockholm, Sweden. E-mail: gw@organ.su.se
® Centre for Synthesis and Chemical Biology, University College Dublin, Belfield, Dublin 4, Ireland.

Supporting information

Table of contents

3¢ and *H NMR spectra of compounds 2, 4,5, 7,9 =17 .......cccevvvvveennnnn...... page S2-S14
'H and **C NMR chemical shift assignments and spectra of 13 and 17 ............... page S15-S16

S1



Phu"\ Bz
O
pMBn

2 gEt

S i i o .2 e .t s ) bt el
160 140 120 100 20 60 40 20 PRM
Ph—\™0 Bz
pMBnQ
2 sEt

S2



100 80 60 40 20 pEM

S3



Lk L bt m

160 140

Ph*%—o H
pMBnO

120 100

S4



160
Bn Bn
Bn
BrO
Ph’V.;'O
pMBnO Me
7 O
| } L
T L T T T T
6 5 3 2 1 PRM

S5



TsQ

BzQ
(o]
SEt
9
T T T T T T T TTT T T T T T T T T
60 140 120 100 8a 60 0 20 ppm
TsO
BzO
le]
SEt
8

S6



H
BzO
HO
SEt
10
LI L L L R B L L L B L L L L B L L L B L L L L BN B L BB
160 140 120 100 a0 &0 40 20 ppm
H
Bz
HO
SEt
10
I I I |||||I||||| |
B 7 & 5 4 3 2 : ppm

S7



Bz
Bz

11 SEt

160 1440 120 100 80 60 40 20 pPRM

Bz%%ﬁéﬂ
S S

8 7 6 5 4 3 2 1 pEmM

S8



Bz
BzC

12 SEt

i L

160 140 120 100 20 60 40 20 pEm

Bz
BzO

12 SEt

S9



3K

13

130 120 1o 10 G 20 Fi] 60 50 40 30 20 0 ppm

13

i |

85 B0 75 T 65 60 55 50 45 40 35 386 25 20 15 14 05 ppm

S10



Bn Bn

BnO
BnQ
ACD
Ac
pMBNO Me
14 O 2

Ach  nac

iy ndall iy Sl bl nl;.hm,\.ﬂﬂmJ..tuil.u\ it il uuaiamuMﬂumhﬂu.Ju P TEERENT Y ST T

160 "40 120 100 20 &0 40 0 ppm

Bn Bn

Bn
BnO
AcO
AcO
PMBnO e
O
14 o)
A gac
T T T I T T T T I T T T T I T T T T I T T T T | T T T T I T T T T I T T T
7 6 5 4 3 2 1 ppm

S11



Bn En

BnO
BnO
ACO
AcO
mﬁ% "
(®)
15

AQ  gac

ol bl b el i k] .|.|.Jm1m-“uu.luiu i ] o dd mJ.JI.LMh.uum.ﬂ-mumuw.m i Ml ks ¢ L

160 140 120 100 2] 60 40 20 ppm
Bn Bn
BnC
BrO
Acl
AcQ
HO Me
Q
15
A pac

S12



Bnl Bn
B BnQO
BnO
BzO Ac
AdD
Me
O
16 oLyl
AcO  qae
IIIII|IIII|IIII|IIIIIIII|IIII|IIII|IIIIIIII|IIII|IIII|IIIIIIII|IIII|IIIIIIII|IIII|II
160 140 120 100 BO 60 40 20 pem

35
SN

S13



T T O T T T T O T T O O O O O O T O O T O e e
5 70 145 100 95 W & & 75 70 & 60 5 50 45 40 35 3¢ 25 20 715 10 5 ppm

a5 8.0 75 70 65 60 55 50 45 40 35 30 25 20 15 10 as 04 ppm

S14



'H and *C NMR chemical shift assignments and spectra
Table S1. *H and *C NMR chemical shifts and Ju 1 coupling constants in parenthesis of trisaccharide
13 in D,0O at 298 K.

Sugar 1 2 3 4 5 6R/S OMe
Gal  516(3.9)  3.83(105)  3.92(3.4) 4.00 (1.1) (8.‘(‘)"123) 3'(7_11'1‘?’{3;5
102.2 69.6 70.0 70.1 72.2 61.9
Man  5.32(1.9) 4.02 (3.3) 3.92(9.8)  3.81(10.0) (519; 2 3'32'2?56
100.5 80.6 71.3 67.6 73.8 61.3
Rha  4.70 (1.8) 3.94 (3.5) 3.81 (9.4) 3.53 (9.5) 3.78 (6.3) 1.35 3.40
101.4 71.1 69.8 82.1 68.2 17.9 55.5
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Figure S1. *H NMR spectra at 700 MHz of trisaccharide 13 from (a) simulation using PERCH and (b)

experiment (prepared for PERCH analysis, e.g. solvent peak removed).
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Table S2. 'H and *C NMR chemical shifts and Jun coupling constants
tetrasaccharide 17 in D,0O at 298 K.

in parenthesis of

Sugar 1 2 3 4 5 6R/S OMe
Gal 5.22 (4.0) 3.81(10.4) 3.91(3.4) 4.00 (1.1) (8.?).01.3) 3(7_2113955
101.9 69.5 70.1 70.1 72.2 61.9
Man 5.31 (2.0) 4.02 (3.0) 4.06 (9.7) 3.95(10.2) (4.?;'926.2) 3311233{)36
100.5 79.7 78.1 67.0 74.2 61.3
Rha 4.71(1.8) 3.95 (3.5) 3.84 (9.4) 3.53(9.5) 3.80 (6.3) 1.35 3.40
1014 711 70.0 82.4 68.1 17.9 55.5
4.09 2.07 (eq)
Tyv 4.90 (1.6) 3 2‘ 3.0) (-13.6, 4.5) 3.64 (9.3) 3.80 (6.3) 1.29
e 1.83 (ax) (11.5)
102.1 68.1 34.2 67.7 71.1 17.6
a
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Figure S2. *H NMR spectra at 700 MHz of tetrasaccharide 17 from (a) simulation using PERCH and

(b) experiment (prepared for PERCH analysis, e.g. solvent peak removed).
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