Progress in the Synthesis of the Lituarines: Stereocontrol in Sequential C—C Bond Formation

on a Spirobutenolide Template

Jeremy Robertson* and Jonathan W. P. Dallimore

Supporting Information (2)

'H and "C NMR spectra
11 S12, S13
14 S14, S15

(MeS);C- adduct from 15 S16, S17

16 S18, S19
4 S20

17 S21, S22

18 S23, S24

19 S25, S26

S11



S12

| DR B LML ) | M) LI | J T ML LI | 1 4 ¥ ' ¥ 1

ML 4
105 100 95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 0.0 ppm



S13

T | RAAMLAAALS ML

T T T T TTYTTYYY prerTTTYY T A | LARLY AEAEEL ALY &l AAAAY M ™ M b T

T . T rpree I M R s Mt
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 o ppm



S14

! T M | I ' ' I ML) T LML I ML i ) V ML LML J i !

T T
105 100 95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 1.5 10 05 00 ppm



S15

L | | 1 U

T T ey T MAARARY RN T T T Trerpreer MMM v e T \MAAAD AaRARARRAY T T N | AAAARAAAAY RAARARAALY LALAS

T e I e aaan
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm



S16

) 0 OTBDPS

10 9 8 7 6 5 4 3 2 1 0 ppm



S17

) o OTBDPS

| ' | ' | ' I N I

e
200 180 160 140 120 100 80 60 40 20 ppm



S18

T Ty " T ~— -~ A LA [ B A B S e I B S T T T T Ty T I muaua s

105 100 95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 0.0. ppm



S19

T T 1 ¥ T ¥ I ¥ ! ’ ) ¥ |

e
200 180 160 140 120 100 80 60 40 20 ppm



S20

jk\//JL\/OTBS -

T™SO™

S

T Ay T N B T T T T (AR T T T T T Y T

T
105 100 95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 00 ppm



S21

85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 0.0 i



S22

T ) | ’ ] ) I ’ | Y ! ) l j { ) 1 ’ | N 1 ’ I i !

200 180 160 140 120 100 80 60 40 20 0 ppm



S23




S24

N | ) T ) | ! | " ] ’ | ' I " | ) I

1
200 180 160 140 120 100 80 60 40 20 ppm



S25




S26

1T 1 ' | j | ) L

e A
200 180 160 140 120 100 80 60 40 20 ppm



