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Entry Solvent (0.1 M) Temperature Yield cis:trans

1 Dichloroethane 80°C  82%(1b)  6:1
2 CHsCN 80°C  45%(1b)  4:1
3 Ethylacetate 76 °C  54%(1b)  4:1
4 THF 65°C  60%(1b)  3:1
5 DMF 80°C  43%(1c)  1:1
6 DMF 152°C  34%(1c) 1:4
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Cis-2-(4-ethyl-1-tosylpyrrolidin-3-ylamino)isoindoline-1,3-dione (1b)
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"H NMR spectrum of cis-1b prepared by a procedure reported in Chem. Commun., 2007, 5025.
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Deuterio-cis-2-(4-ethyl-1-tosylpyrrolidin-3-ylamino)isoindoline-1,3-dione (deuterio-1b)
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Trans-2-(4-ethyl-1-tosylpyrrolidin-3-ylamino)isoindoline-1,3-dione (Trans-1b)
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Trans-2-(1-tosyl-4-vinylpyrrolidin-3-ylamino)isoindoline-1,3-dione
reported in Adv. Synth. Catal. 2010, 2010, 352, 2949.

/f ,I’ r - ,"/ .J'Ir i ."r)( /

R

|
|

1 T L

o

i —————— v ST - T T T

3 2 = ppm

5 4
~ Q
TsN
NH—N
)
Cis-2-(1-tosyl-4-vinylpyrrolidin-3-ylamino)isoindoline-1,3-dione
reported in Adv. Synth. Catal. 2010, 2010, 352, 2949.
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Cis-N'-(4-ethyl-1-tosylpyrrolidin-3-yl)benzohydrazide (3b)
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1D NOE of cis-3b

-100.00
1.20

25

Et
Q
TSNi:]’ »—Ph
H

2.0

“N—NH

Trans-N'-(4-ethyl-1-tosylpyrrolidin-3-yl)benzohydrazide (trans-3b)
Trans-3b prepared by a procedure reported in Adv. Synth. Catal. 2010, 2010, 352, 2949.

I

L

75 7.0 65 6.0

\ ,‘I J‘ Jp ‘

I UL

oo (a2l (=2} ([sa]
o [l Fa]
(=] ||

) | | )
2y (=) —~ o|ow o~
= =) =1 ey —
J u = réé 71
D B e B e e ) B e e
55 50 45 40 35 3.0 25 20 1.5

S8

ppm



1D NOE of trans-3b
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Cis-N'-(4-ethyl-1-tosylpyrrolidin-3-yl)furan-2-carbohydrazide (4b)

M" | I TN,
[ ' | I 1
WL LS WV
A A . A _/\_J&_/d_» ULALON AN LA AT -
é ; ) ‘ é . 5‘ A :"‘ é o . i ppm
171 065 0 67 = .55 T s 08 B 112 3.14
0.81 1.67 0.76 0.981.02 0.93 0.96 1.09
Bl i
AL i sl lﬁz.‘ikdﬁh‘ﬂﬂl‘lﬁ&dnmmfﬁl"I'I‘ o il e i Ui L "“;I“"'i Ll . i il
ZliD 180 160 140 120 100 an 60 40 20 0 ppm

S§10



Et
Q
TSNC( —Me
N—NH
H

Cis-N'-(4-ethyl-1-tosylpyrrolidin-3-yl)acetohydrazide (5b)
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Cis-N'-(1-(naphthalen-2-ylsulfonyl)-4-vinylpyrrolidin-3-yl)furan-2-carbohydrazide (6¢) & cis-N'-(4-ethyl-
1-(naphthalen-2-ylsulfonyl)pyrrolidin-3-yl)furan-2-carbohydrazide (6b)
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Cis-N'-(4-ethyl-1-(naphthalen-2-ylsulfonyl)pyrrolidin-3-yl)acetohydrazide (7b)
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trans-3-(1,3-dioxoisoindolin-2-ylamino)-4-vinylcyclopentane-1,1-dicarbonitrile (8b)
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A Mixture of cis- and trans-8b
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