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Pascal Gosselin, Eric Bonfand, Patricia Hayes, Richard Retoux, Tetrahedron: Asymmetry 1994, 5, 781
Christian Maignan
0
1l E.e. > 99%
p'TOI _..-\\S 25
7/ [0]2 = -19.6 (DMSO)
' 0 Source of chirality: (R)-(+)-p-tolylvinylsulfoxide (e.e.> 99%)

NH Absolute configuration: 18, 2R, 38, Rg

C1gH17NO3S °
3-methyl-5-p-tolylsulfinylcyclohex-4-en-1,2-dicarboxamide

Pascal Gosselin, Eric Bonfand, Patricia Hayes, Richard Retoux, Tetrahedron: Asymmetry 1994, 5, 781

Christian Maignan

E.e. 299 % (by 'H-NMR in the presence of Eu(hfc)s)
[0]&° = +63 (c = 0.98, EtOH)

Source of chirality: (R)-(+)-p-tolylvinylsulfoxide (e.e.2 99%)
Absolute configuration: Sg, 5S

0O
Il
p-Tol-"}S

C16H20038
7-methyl-8-p-tolylsulfinyl-1,6-dioxaspiro[4.5]dec-7-ene

Pascal Gosselin, Eric Bonfand, Patricia Hayes, Richard Retoux, Tetrahedron: Asymmetry 1994, 5, 781
Christian Maignan

ﬁ E.e.>99%
pTolS~ g [@]3 =-83 (c = 1.15, EtOH)
{ Source of chirality: (R)-(+)-p-tolylvinylsulfoxide (e.e.2 99%)

\\\> Absolute configuration: Sg, 5R
(o]

C1gH20038
7-methyl-8-p-tolylsulfinyl-1,6-dioxaspiro[4.5]dec-7-ene

Tetrahedron: Asymmetry 1994, 5, 785

Ove Nordin, Erik Hedenstrdm and Hans-Erik Hogberg

CHs [op?* +21.1 (c 0.8 MeOH)
@\)\ E.c >99 % (1. Oxidation to acid, 2. Formation of the amide
S CH,OH with (R)-1-phenylethylamine 3. Determination of diastereomeric
ratio by GC.)
CgH1,08 Source of chirality: Lipase-catalyzed kinetic resolution

(R)-B-Methyl-2-thiophenepropanol

Al31




Ove Nordin, Erik Hedenstrém and Hans-Erik Hogberg

M £
Nas

s~ " cH,0Ac

Ci1oH 120,

Tetrahedron: Asymmetry 1994, 5, 785

[0]p? +2.5 (neat)
Ee. 298 % (1. LiAlH -reduction 2. Oxidation to acid,

1. Formation of the amide with /R)-1-shenviathulamina
we AULIMGLVIL VL LIV QUL VWYL \‘\l ylwll’wul]lmlulv

4. Determination of diastereomeric ratio by GC.
Source of chirality: Lipase-catalyzed kinetic resolution

Acetate of (5)-p-Methyl-2-thiophenepropanol

Tetrahedron: Asymmetry 1994, 5, 785

Ove Nordin, Erik Hedenstrbm and Hans-Erik Hogberg

§|O
d &
I
ge)
5

Ci13H60,
(5)-2-Methyl-1-decany! acetate

E.e. =75 % (1. LiAlHy-reduction 2. Oxidation to acid, 3.
Formation of the amide with (R)-1-phenylethylamine 4. Deter-
mination of diastereomeric ratio by GC).

Source of chirality; Lipase-catalyzed kinetic resolution

K.Soai,T.Hayase,C.Shimada and K.Isobe

\OH_~_ OH
0o
C1gH2203

Bis[2-(1-hydroxypropyl)phenyljether

Tetrahedron: Asymmetry 1994, 5, 789

E.e.=98%[by HPLC analysis using chiral column Chiralcel OD]
[a]p?®=-38.8 (c1.19,EtOH)
Source of chirality : asymm. synth.

Absolute configuration S,S (tentatively assigned)

K.Soai,T.Hayase,C.Shimada and K.|sobe

\OH_L_OH
O
CaoH2603

Bis[2-(1-hydroxy-2-methylpropyl)-
phenyl]ether

Tetrahedron: Asymmetry 1994, 5, 789

E.e.=100%[by HPLC analysis using chiral column Chiralcel OF]
[a]p®=-54.9 (c1.05,EtOH)
Source of chirality : asymm. synth.

Absolute configuration S,S (tentatively assigned)

A132




M. Asami,* T. Ishizaki, S. Inoue

OH

CeHi00
2-Cyclohexen-1-o0}

Tetrahedron: Asymmetry 1994, 5, 793

E.e.=81% (by comparison of [at]p with that reported and by
1H-NMR of the MTPA ester)
[ex]lptt ~105.2 (c 0.61, CHCI3), lie.! [e}p +130.6 (¢ 1.21, CHCl3)

Soutce of chirality: Enantioselective deprotonation
Absolute configuration: §

1 Fukazawa, T.; Hashimoto, T. Tetrahedron Asymmetry 1993,
4,2323.

M. Asami,* T. Ishizaki, S. Inoue

CgHj 60
(E)-5-Octene-4-ol

Tetrghedron: Asymmetry 1994, 5, 793

E.e= 60% (by {H-NMR of the acetate in the presence of Eu(hfc)3)
[alpZ ~3.47 {c 3.74, CHCl3)

Sourcs of chirality: Enantioselective deprotonation
Absolute configuration: §

M. Asami,* T. Ishizaki, S. Inoue

OH

CgH140
2-Cycloocten-1-ol

Tetrahedron: Asymmetry 1994, 5, 793

E.e.=54% (by IH-NMR of the acetate in the presence of Eu(hfc)s)
[o]p? +28.9 (¢ 0.93, CHCl3)

Source of chirality: Enantioselective deprotonation
Absolute configuration: §

K. Shanmuganathan, L.G. French, and B,1. Jensen Tetrahedron: Asymmetry 1994, 5, 797
HsC.__CHs
PN mp = 86 °C
Vi Source of Chirality; natural and synthetic
C 0358103 }‘Hz Absolute Conflguration:1R, 2R, 3S, 4R, SiS
HyC=—CH (assigned from synthetic intermediate and

2D-NOESY NMR)

4,6-Methano-1,3,2-benzodioxasilole, hexahydro-
2,5,5-trimethyl-3a-(phenylmethyl)-2-(2-propenyl)-
[3aR-(3ac, 4, 6B, 7aa) ]- CA Index Name

Al33




Barry Bums, N. Paul King, John R. Studley,
Heather Tye and Martin Wills”

H Me o

Ph
CaoHooNOP H
R-(+)-1

R-(+)-(N-1-phenethyl)-diphenylphosphinamide

Tetrahedron: Asymmetry 1994, 5, 801

E.e.=1 OO%
fo]p??= +40.2 (c=1.0, methanol)
Source of chirality: enantiomerically pure

o-methy! benzylamine.

Absolute configuration:R

Barry Bums, N. Paul King, John R. Studley,
Heather Tye and Martin Wills

OH
Me

CBH“)O

S-{-)-1-phenyl ethanol

Tetrahedron: Asymmetry 1994, 5, 801

E.e.=27%

[aJp2= -11.5 (c=1.0, methanol)
Source of chirality: asymmetric reduction of acetophenone.

Absolute configuration:S

Barmry Bums, N. Paul King, John R. Studley,
Heather Tye and Martin Wills”

OH

CgH1 20

S-(-)-1-phenyl propanol

Tetrahedron: Asymmetry 1994, 5, 801

E.e.=23%

[e)p?°= -11.0 (c=1.95, hexane)
Source of chirality: asymmetric reduction of propiophenone.

Absolute configuration:S

Barry Burns, N. Paul King, John R. Studley,
Heather Tye and Martin Wills”

OH

CyoH120

S-(+)-1,2,3,4-tetrahydronaphthalene (tetralol)

Tetrahedron: Asymmetry 1994, 5, 801

E.e.=21%

[0)p®° = +6.84 (c=1.96, chloroform)
Source of chirality: asymmetric reduction of tetralone.

Absolute configuration:S

Al134




Barry Bumns, N. Paul King, John R. Studiey,
Heather Tye and Martin Wills”

x
CeHCIO Z

R-(-}-2-Chioro-1-phenyi ethanoi

Tetrahedron: Asymmetry 1994, 5, 801

E.e.=22%

folo "= -10.7 (c=2.85, cyclohexane)
Source of chirality: asymmetric reduction of a—chloro-
acetophenone.

Absolute configuration:R

Barry Burns, N. Paul King, John R. Studiey,
Heather Tye and Martin Wills

OH

Br
CsHgBrO

S-(-)-2-bromocyclopent-2-enol

Tetrahedron: Asymmetry 1994, 5, 801

E.e.=46%

[0Jo? = -13.4 (c=2.5, methanol)

Source of chirality: asymmetric reduction of a—bromo-
cyclopentenone.

Absolute configuration:S

Barry Burns, N. Paul King, John R. Studley,
Heather Tye and Martin Wills

OH

Q.

CgHy002

S-(-)-1-phenyl-1,2-ethanedio!

Tetrahedron: Asymmetry 1994, 5, 801

E.e.=5.4%

[o}p?°= +3.58 (c=0.95, chloroform)

Source of chirality: asymmetric reduction of
methyl benzoylformate.

Absolute configuration:S

Barry Burns, N. Paul King, John R. Studley,
Heather Tye and Martin Wills

H‘Me
% 0

Ca3Ha7N,OP

R,R-(+)-(N,N'-di-1-phenethyl)(p-methoxyphenyl)
phosphonamide.

Tetrahedron: Asymmetry 1994, 5, 801

E.e.=100%

[odo'? = +29.5 (c=1.3, chioroform)

Source of chirality: enantiomerically pure
2 a-methylbenzylamine.
8 OMe

Absolute configuration:R,R

A135




Barry Bums, N. Paul King, John R. Studiey,
Heather Tye and Martin Wills’

C14H14NOzP

Sp)R-(-)-dinydrobenzazaphosphole oxide

Tetrahedron: Asymmetry 1994, 5, 801

E.e.=100%
[odo?%= -131.2 (c=0.87, methanol)
Source of chirality: enantiomerically pure

a-methylbenzylamine.

Absolute configuration:Sip)R

Barry Bums, N. Paul King, John R. Studley,
Heather Tye and Martin Wills’

H
\ 40

N
uy 4 \Ph

N
11

R,R-(+)-4,5-tetramethylene-2-phenyl-1,3,2-diaza-
phosphorine-2-oxide

C12H7NOP

Tetrahedron: Asymmetry 1994, 5, 801

E.e.=100%
loJp'? = +4.3 (c=0.51, methanol)
Source of chirality: enantiomerically pure

(R,R)-(-}-1,2-diaminocyclohexane.

Absolute configuration:R,R

Barry Bums, N. Paul King, John R. Studiey,
Heather Tye and Martin Wills

CayHaoNOP
R-(+)-12
R-(+)-(N-methyl)(N-1-phenethyl)-diphenylphosphinamide

Tetrahedron: Asymmetry 1994, 5, 801

E.e.=100%
lalp?= +49.9 (c=1.0, methanol)
Source of chirality: enantiomerically pure

a-methylbenzylamine.

Absolute configuration:R

M.C. Aversa, P. Bonaccorsi, P. Giannetto, and D.N. Jones

h
'/\SH
OH

CgH,c0S
(S)-2-mercapto-2-phenylethanol

i1t g

Tetrahedron: Asymmetry 1994, 5, 805

[alp = +90 (¢, 0.022, CHCl3); m.p. 46-48°C
Source of chirality:
Absolute configuration:

ethyl (R)-mandelate
S

Al

36




Tetrahedron: Asymmetry 1994, 5, 805

M.C. Aversa, P. Bonaccorsi, P. Giannetto, and D.N. Jones

[a]p = +50 (c, 0.009, CHCls)

Ph
\’/\SH Source of chirality: ethyl (S)-mandelate
OH Absolute configuration: §

CgH;o0S
(S)-2-mercapto-1-phenylethanol

Tetrahedron: Asymmetry 1994, 5, 805

M.C. Aversa, P. Bonaccorsi, P. Giannetto, and D.N. Jones

OH [alp = +127 (¢, 0.004, CHCL,)
Source of chirality: (S)-2-mercapto-2-phenylethanol

e OMe
\I(\/ Absolute configuration: S, Sg
Ph

Ci3H;6058
(S.Sg,E)-3-(2-hydroxy-1-phenylethylsulfinyl)-1-methoxy-1,3-butadiene

Q
8
+

Tetrahedron: Asymmetry 1994, 5, 805

M.C. Aversa, P. Bonaccorsi, P. Giannetto, and D.N. Jones

OH [alp = +119 (¢, 0.003, CHCly)
Source of chirality: (S)-2-mercapto-2-phenylethanol

k{ ﬁ Absolute configuration: S, Sg
Ph OMe

Cy3H16038
(5.S5.Z)-3-(2-hydroxy-1-phenylethylsulfinyl)-1-methoxy-1,3-butadiene

Q
S
+

Tetrahedron: Asymmetry 1994, 5, 805

M.C. Aversa, P. Bonaccorsi, P. Giannetto, and D.N. Jones

[a]p = +83 (¢, 0.001, CHCl3)
Source of chirality: (S)-2-mercapto- 1-phenylethanol

OH O
LB ome
PHY +\“/\/ Absolute configuration: S, Sg

Cy3H 6038 '
(S,Ss,E)-3-(2-hydroxy-2-phenylethylsulfinyl)- 1 -methoxy-1,3-butadiene

Al137



Tetrahedron: Asymmetry 1994, 5, 805

M.C. Aversa, P. Bonaccorsi, P. Giannetto, and D.N. Jones

o-
OH [alp = -58 (c, 0.002, CHCLy)

Ph\\\“l\/ S 7(\/OMe Source of chirality: (S)-2-mercapto- 1-phenylethanol
+

Absolute configuration: S, Rg

Cy3H;6058
(S.Rs,E)-3-(2-hydroxy-2-phenylethylsulfinyl)-1-methoxy-1,3-butadiene

Tetrahedron: Asymmetry 1994, 5, 805

M.C. Aversa, P. Bonaccorsi, P. Giannetto, and D.N. Jones

[alp = +100 (¢, 0.008, CHCl;)

OH O
\\\\-l\/é N Source of chirality: (8)-2-mercapto-1-phenylethanol
Ph + p Absolute configuration: S, Sg
OMe

Cy3H,6058
(8.S5,2)-3-(2-hydroxy-2-phenylethylsulfinyl)- 1-methoxy- 1,3-butadiene

Tetrahedron: Asymmetry 1994, 5, 805

M.C. Aversa, P. Bonaccorsi, P. Giannetto, and D.N. Jones

falp =-71 (c, 0.002, CHCly)

oH §
Ph\w‘b?ﬁ Source of chirality: (8)-2-mercapto-1-phenylethanol
OMe

Absolute configuration: S, Rg

Cy3H,6058
(S,R¢,Z)-3-(2-hydroxy-2-phenylethylsulfinyl)- 1 -methoxy-1,3-butadiene

Tetrahedron: Asymmetry 1994, 5, 805

M.C. Aversa, P. Bonaccorsi, P. Giannetto, and D.N. Jones

OMe
COzMe
Eh [alp = +200 (¢, 0.001, CHCly)
N Source of chirality: (S)-2-mercapto-2-phenylethanol
(\S Absolute configuration: 35, 4S, (S,Sg)
on L
O Cy7H2,058

(35,4S)-1-{(S,Ss)-2-hydroxy- 1 -phenylethylsulfinyl}-3-methoxy-4-methoxycarbonylcyclohexene

A138




Tetrahedron: Asymmetry 1994, 5, 805

M.C. Aversa, P. Bonaccorsi, P. Giannetto, and D.N. Jones

OMe

CO2Me
[a]p = +53 (¢, 0.002, CHCl,)
Ph + Source of chirality: (S)-2-mercapto-1-phenylethanol
Y\S Absolute configuration:  3S, 4S, (8.S5)

on A
0 C17H5:058
(35.45)-1-[(S.S5)-2-hydroxy-2-phenylethylsulfinyl]-3-methoxy-4-methoxycarbonylcyclohexene

Tetrahedron: Asymmetry 1994, 5, 809

C. Baldoli, P. Del Buttero, E. Licandro, S. Maiorana and A. Papagni

CH
R N Cr(CO)s E.e. 2 98% by nmr with Eu(hic)
o ' [0 =-154 (c0.14, CHCIy)
S—N OCH, Source of chirality: (+)-(1S)- tricarbonyl
o7 “Ph (N-(2-methoxybenzylidene) aniline)chromium
Cz4H7NO,Cr Absolute configuration: 3S, 4R,1'S

Tricarbonyi [ 3-acetoxy-4-(n6-2-methoxyphenyl)-1~pheny|azetldin-2-one] chromium

Tetrahedron: Asymmetry 1994, 5, 809

C. Baldoli, P. Del Buttero, E. Licandro, S. Maiorana and A. Papagni

CH,
0
\ E.e. 2 98% by nmr with Eu(hfc)3
° OCHg [op = -66 (c 0.4, CHCly)
Y e N, Source of chirality: (+)-(1S)- tricarbonyl
Ph (N-(2-methoxybenzylidene) aniline)chromium
C1gHy7NO,

3-Acetoxy-4-(2-methoxyphenyl)-1-phenylazetidin-2-one Absolute configuration: 35, 4R

Tetrahedron: Asymmetry 1994, 5, 809

C. Baldoli, P. Del Buttero, E. Licandro, S. Maiorana and A. Papagni

PhO Cr{CO)
\ : E.6. 2 98% by nmr with Eu(hic)s
OCH,4 [alp = -191 (¢ 0.26, CHCl5)
7N Source of chirality: (+)-(1S)- tricabony!
o Ph (N-(2-methoxybenzylidene) aniline)chromium
025H19N060r

Tricarbonyl { 4-(n® -2-methoxyphenyl)-3-phenoxy-1-phenyiazetidin-2-one} chromium

A139




Tetrahedron: Asymmetry 1994, 5, 809

C. Baldoli, P. Del Buttero, E. Licandro, S. Maiorana and A. Papagni

PhO,
\ E.e. 2 98% by nmr with Eu(hfc)s
I 6CH3 [ap =-74 {c 0.123, CHCIy)
ér—— N\ Source of chirality: (+)-(1S)- tricarbonyl
fo) Ph (N-(2-methoxybenzylidene) aniline)chromium
CapH1gNOy

4-(2-Methoxyphenyl)-3-phenoxy-1-phenylazetidin-2-one

Tetrahedron: Asymmetry 1994, 5, 809

C. Baldoli, P. Del Buttero, E. Licandro, S. Maiorana and A. Papagni

E.e. 2 98% by nmr with Eu(hfc)s

[a}p = +224 (c 0.43, CHClg)

Source of chirality: (+)- (1S)-tricarbenyl
[4-methoxy-N-(2-methoxydnnamylkidene)aniline] chromium
Cp4HyNOGCr Absolute configuration: 3S, 4R,1'S

Tricarbonyl [ 3-acetoxy-1-(4-methoxyphenyl)-4-(n°-2-methoxystyryl)azetidin-2-one] chromium

Tetrahedron: Asymmetry 1994, 5, 809

C. Baldoli, P. Del Buttero, E. Licandro, S. Maiorana and A. Papagni

CHy, o — E.e. 2 98% by nmr with Eu(hic)g
\ﬂ/ OCH, [alp = -15 (c0.21, CHCIy)
° N Source of chirality: (+)-(1S)- tricarbonyl
o “PMP [4-methoxy-N-(2-methoxycinnamyfidene)aniline] chromium
Cp1Ha4NOg Absoiute configuration: 35, 4R

3-Acetoxy-1-(4-methoxyphenyl)-4-(2-methoxystyryl)azetidin-2-one

) ) Tetrahedron: Asymmetry 1994, 5, 809
C. Baldoli, P. Del Buttero, E. Licandro, S. Maiorana and A. Papagni

Cr(CO)y
CHy o a0
“n,, ScH E.e. 2 98% by nmr with Eu(hfc)s
o 8 [olp = +524 (c0.16, CHCly)
N, Source of chirality: (+)- (15)-tricarbonyl
o PMP {4-methoxy-N-(2-methoxycinnamyldens) anifine] chromium
Cp4HysNOCr Absolute configuration: 3R, 45,1'S

Tricarbonyl [ 3-acetoxy-1-(4-methoxyphenyl)-4-(n®-2-methoxystyryi)azetidin-2-one] chromium

A140




C. Baldoli, P. Del Buttero, E. Licandro, S. Maiorana and A. Papagni

TN
" OCH,
Sy
N\
o PMP
Ca1H21NOg

3-Acetoxy-1-(4-methoxyphenyl)-4-(2-methoxystyryl)azetidin-2-one

Tetrahedron: Asymmetry 1994, 5, 809

E.e. 2 98% by nmr with Eu(hfc)s

[adp = +13 (c 0.2, CHCly)

Source of chirality: (+)- (18)-tricarbonyl
[4-methoxy-N-(2-methoxycinnamylidene)aniline] chromium
Absolute configuration: 3R, 4S

B. Mohar, A. Stimac, J. Kobe*

AcO

0. 0

Pl

C12Hyo0s

Tetrahedron: Asymmetry 1994, 5, 863

E.e. >99% [by !H-NMR in the presence of Eu(hfc);]

[of® =+9.2 (c 4.0, CHCly)

Source of chirality: enzymatic transesterification of
meso-diol

Absolute configuration: 1R,2R,35,4S

(assigned by chemical correlation)

(4-Hydroxymethyl-2,3-isopropylidenedioxy-1-cyclopentyl)methyl acetate

B. Mohar, A. Stimac, J. Kobe*

C12H2005

Tetrahedron: Asymmetry 1994, 5, 863

E.e. >99% [by IH-NMR in the presence of Eu(hfc);]
(@B =-9.3 (c 4.0, CHCly)

Source of chirality: enzymatic hydrolysis of
meso-diacetate

Absolute configuration: 1S,2S,3R,4R
(assigned by chemical correlation)

(4-Hydroxymethyl-2,3-isopropylidenedioxy-1-cyclopentyl)methyl acetate

B. Mohar, A. §timac, J. Kobe*

1{0/\Ol\ococ3|{7

0 0

Pat

C14H240s

Tetrahedron: Asymmetry 1994, 5, 863

E.e. >99% [by 19F-NMR of (R)-MTPA ester]
[al® =-9.0 (c 4.0, CHCl;)

Source of chirality: enzymatic hydrolysis of
meso-dibutyrate

Absolute configuration: 18,25 3R, 4R
(assigned by chemical correlation)

(4-Hydroxymethyl-2,3-isopropylidenedioxy-1-cyclopentyl)methyl butyrate

Al41




B. Mohar, A. gtimac, J. Kobe*

}{o/b[\ococ,u1 s

o o}

P

C15H3,05

e
w

Tetrahedron: Asymmetry 1994, 5, 863

E.e. >99% [by 19F-NMR of (R)-MTPA ester]

[of® =-7.3 (¢ 4.0, CHCLy)

Source of chirality: enzymatic hydrolysis of
meso-dioctanoate

Absolute configuration: 18,25,3R,4R
(assigned by chemical correlation)

(4-Hydroxymethyl-2,3-isopropylidenedioxy-1-cyclopentyl)methyl octanoate

B. Mobhar, A. Stimac, J. Kobe*

‘Bucoo/\Q,\ 0COC,H,

0.__0

<

Ci9H3706

Tetrahedron: Asymmetry 1994, 5, 863

E.e. =96%

[af® =+1.5 (c 4.0, CHCly)

Source of chirality: enzymatic hydrolysis
Absolute configuration: 1S,2S,3R,4R
(assigned by chemical correlation)

(4-Pivaloyloxymethyl-2,3-isopropylidenedioxy-1-cyclopentyl)methyl butyrate

B. Mohar, A. stimac, J. Kobe*

t Bucoo/\O/\OH

B
o

Pal

C15Hz605

=

Tetrahedron: Asymmetry 1994, 5, 863

E.e. = 98% [by I9F-NMR of (R)-MTPA ester]
[of® =+9.2 (c 4.0, CHCly)

Source of chirality: enzymatic hydrolysis
Absolute configuration: 1R,2R 35,48
(assigned by chemical correlation)

(4-Hydroxymethyl-2,3-isopropylidenedioxy- 1-cyclopentyl)methyl pivaloate

B. Mohar, A. Stimac, J. Kobe*

CN

0

i %
o_ O

P

C12H)7NO,

Tetrahedron: Asymmetry 1994, 5, 863

E.e. >99%

[0 =-51.3 (c 4.0, CHCL;)

Source of chirality: enzymatic transesterification
Absolute configuration: 15,2S,3R,4R

(assigned by chemical correlation)

4-Acetoxymethyl-2,3-(isopropylidenedioxy)cyclopentane-1-carbonitrile

Al42




Tetrahedron: Asymmetry 1994, 5, 863

B. Mohar, A. Stimac, J. Kobe*

CN E.e. =98%

t
BuCOO/b’ [qﬁs =-30.9 (¢ 4.0, CHCl5)

i Source of chirality: enzymatic hydrolysis
0 _-° Absolute configuration: 1S,2S,3R 4R
(assigned by chemical correlation)

X

CysHp3NO,
4-Pivaloyloxymethyl-2,3-(isopropylidenedioxy)cyclopentane-1-carbonitrile

Tetrahedron: Asymmetry 1994, 5, 863

B. Mohar, A. §timac, J. Kobe*

(]
0 E.e =96%
[of® =-42.4 (c 1.0, CHCly)

5 ‘—0 Source of chirality: enzymatic hydrolysis

x Absolute configuration: 18,58,6S,7R

C10H1404
6,7-(isopropylidenedioxy)-3-oxabicyclo[3.2.1Joctan-2-one

Tetrahedron: Asymmetry 1994, 5, 863

B. Mohar, A. Stimac, J. Kobe*

(o]
0 E.e. >99%
[oB® =+43.5 (c 1.0, CHCly)

n,

5 ‘-o Source of chirality: enzymatic transesterification
x Absolute configuration: 1R,5R,6R,7S
C10H1404

6,7-(isopropylidenedioxy)-3-oxabicyclo[3.2.1]Joctan-2-one

Norbert Hoffi Tetrahedron: Asymmetry 1994, 5, 879

Ee: 100 % (derived from (-)-menthol)

[a)2! = -150 (C = 1.056, CHChy)

source of chirality: (-)-menthol

Absolute configuration: 48, 5R, 1'R, 2'S, SR

Cy7t3g04
4-(2-Hydroxy-2-propyl-)5-(-)-menthyloxy-2-{5}-dihydrofuranone

Al43




Tetrahedron: Asymmetry 1994, 5, 879

Norbert Hoffmann
OH Ee: 100 % (derived from (-)-menthol)
RN [a]2!=-141 (C=1.036, CHCl3)
w0 ‘ anuran of ahiralitve () wnanthal
OGN, N Ao contgamion. 45 R, 1R, 25, SR
C1oH3404

4-(3-Hydroxy-3-pentyl-)5-(-)-menthyloxy-2-[ 5] -dihydrofuranone

Tetrahedron: Asymmetry 1994, 5, 879

Norbert Hoffmann

Ee: 100 % (derived from (-)-menthol)
[o]2! = -143 (C = 0.970, CHCL)

L0 source of chirality: (-)-menthol
m Absolute configuration: 4S, 5R, I'R, 2'S, SR
19“3204

4-(1-Hydroxy-1-cyclopentyl-)5-(-)-menthyloxy-2-[5]-dihydrofuranone

Tetrahedron: Asymmetry 1994, 5, 879

Norbert Hoffmann
Ee: 100 % (derived from (-)-menthol)
OH [a]2=-103 (C= 0.991, CHCl)
o source of chirality: (-)-menthol
o) o s Absolute configuration: 4S, 5R, I'R, 2'S, SR
H
CagH3404

4-(1-Hydroxy-1-cyclohexyl-)5-(-)-menthyloxy-2-[5]-dihydrofuranone

Norbert Hoffmann Tetrahedron: Asymmetry 1994, 5, 879

Ee: 100 % (derived from (-)-menthol)
[a)?! = -144 (C = 1.006, CHCly)
) source of chirality: (-)-menthol
Absolute configuration: 4S, 5R, I'R, 2'S, SR

CigH 2505
4-(1,3-Dioxolan-2-yl-)5-(-)-menthyloxy-2-[5]-dihydrofuranone

Al44




Norbert Hoffmann Tetrahedron: Asymmetry 1994, 5, 879

lL Ee: >96 %
~~OH [a]d?=-13.7 (C = 1.052, acetone)

o) I)< source of chirality: (-)-menthol
o Absolute configuration: 4S

C;H,40,4
Terebic acid
Janina Altman, Dov Ben-Ishai Tetrahedron: Asymmetry 1994, 5, 887
and Wolfgang Beck
[a]p? - 64.0 (c 2, EtOH)
$ mp 133- 40C

o Source of chirality: (S)-pyroglutamic acid (Merck - Schuchard)

Boc NHBoc Absolute configuration: 25
CistlxgN;0s

(S)-5-[(#-Butoxycarbonyl)aminomethyl]-
1-+-butoxycarbonyl-2-pyrrolidone

Janina Altman, Dov Ben-Ishai Tetrahedron: Asymmetry 1994, 5, 887
and Wolfgang Beck
[alp? + 8 (c2, EtOH)
COzH oil
Boe N~ Y Source of chirality: (S)-pyroglutamic acid (Merck - Schuchard)
2 H Absolute configuration: 4S
NHBoc
C20H35N308

(S)-N4 N5 N5-Tri-t-butoxycarbonyl-4, 5-diaminovaleric acid

Tetrahedron: Asymmetry 1994, 5, 887

Janina Altman, Dov Ben-Ishai
and Wolfgang Beck
[alp® -12.0 (c 2, EtOH)
N AN -C02H mp 126-8°C
BocNH™ ¥ Source of chirality: (S)-pyroghutamic acid (Merck - Schuchard)
NHBoc Absolute configuration: 45
C1sH3N;06

(5)-M* N’ -Di-t-butoxycarbonyl-4, 5-diaminovaleric acid

Al45




Janina Altman, Dov Ben-Ishai
and Wolfgang Beck

Bc:c}-lN/\;/\/M.‘2

ﬁHBoc

Cy4HgN304

Tetrahedron: Asymmetry 1994, 5, 887

[alp® -28.4 (c2, EtOH)

mp 78.80°C
Source of chirality: (S)-pyroglutamic acid (Merck-Schuchard)
Absolute configuration: 25

(8)-M, N2.Di-t-butoxycarbonyl-1,2,4-triaminobutane

Janina Altman, Dov Ben-Ishai
and Wolfgang Beck

BocHN /\/vNHCOszHy
tleBoc

CyoH3sN306,

Tetrahedron: Asymmetry 1994, 5, 887

[alp? -23.8(c2, EtOH)

mp 122-30C

Source of chirality: (S)-pyroglutamic acid (Merck-Schuchard)
Absalute configuration: 25

(8)-N1 N2-Di--butoxycarbonyl-N*-benzyloxycarbonyl- 1,2,4-triaminobutane

Janina Altman, Dov Ben-Ishai
and Wolfgang Beck

CysH3oN305

Tetrahedron: Asymmetry 1994, 5, 887

[e]p?? - 134

mp 86-8°C

Source of chirality: (S)-pyroglutamic acid (Merck-Schuchard)
Absolute configuration: 25

(8)-N* N5-Di-t-butoxycarbonyl-4, 5-diaminopentane-1-ol

Janina Altman, Dov Ben-Ishai
and Wolfgang Beck

COzH
a‘fN/\:/\/Oz

HZ

2

Cy1HyaN30g

Tetrahedron: Asymmetry 1994, 5, 887

[ejp?! -78( 1, EtOH)

mp 136-80C
‘Source of chirality: (8)-pyroglutamic acid (Merck-Schuchard)
Absolute configuration: 25

(8)-N* N3-Dibenzyloxycarbonyl4, S-diaminovaleric acid

Alde




Tetrahedron: Asymmetry 1994, 5, 887

Janina Altman, Dov Ben-Ishai

and Wolfgang Beck

NHBoc [alp?! - 17.4( ¢ 2, EtOH)
& : mp 112°C )
HZ Source of chirality: (S)-pyroglutamic acid (Merck-Schuchard)
Absolute configuration: 25

410

C2sH33N306
(8)-N1 N2-Di-benzyloxycarbonyl-N*-t-butoxycarbonyi-1,2,4~triaminobutane

Tetrahedron: Asymmetry 1994, 5, 887

Janina Altman, Dov Ben-Ishai
and Wolfgang Beck
folp?! +4.1(c2, EtOH)
N/\/\/NH3+ mp 151-50C
ZH Source of chirality: (S)-pyroglutamic acid (Merck-Schuchard)
NHZ Absolute configuration: 2§
CoH27CIN304H,0

(S)-N1,N2-Di-benzyloxycarbonyl-1,2,4-triaminobutane hydrochloride

Tetrahedron: Asymmetry 1994, 5, 895

Oppedal, H., Tveit, LK. and Fiksdahl, A.*

E.e.=92% (by GLC of diastereomeric (S)-a-methoxyphenyl-
acetyl amides)

[alp® 4.3 (c=1, CHCly

Source of chirality: optical resolution with (S)-V-Ac-cysteine
Absolute configuration: R

NHp

CioHisN
1-Methyl-3-phenylpropylamine
Oppedal, H., Tveit, LK. and Fiksdahl, A. Tetrahedron: Asymmetry 1994, 5, 895
E.e.=78% (by chiral GLC, cyclodextrin column or
OH GLC of diastereomeric (-)-camphanic acid esters)

[al,® +10.4 (c=1, CHCl)
Source of chirality: synthesis from (R)-1-Methyl-3-phenyl-

propylamine.

CHL O Absolute configuration: §

4-Phenyl-2-butanol

Al47




Oppedal, H., Tveit, LK. and Fiksdahl, A."

CgH,Cl

ook (7)

1-Cyclohexylethylchloride

Tetrahedron: Asymmetry 1994, 5, 895

E.e. =34% (by chiral GLC, cyclodextrin column)

{alp?® -5.0 (c=0.2, CHCly

Source of chirality: synthesis from (§)-1-cyclohexylethylamine
Absolute configuration: R

A, Petter, R. S. Ward, Li Qianrong and J. Pis
QH

CazHiOs Me

Tetrahedron: Asymmetry 1994, 5, 909

D.e. 100% by n.m.r.

Source of chirality : synthesis from (-)-menthol

Absolute configuration : 15,25,3S,4R,10R

(assignment based on n.m.r.data and NOE experiments)
[]p?2 = 94.87 (c = 0.78, CHCl,)

A. Patter, R. 8. Ward, Li Qianrong and J. Pis

Tetrahedron: Asymmetry 1994, 5, 909

D.e. 100% by n.m.r.
Source of chirality : synthesis from {-)-menthol

Absolute configuration : 15,25,35,4R,10S

(assignment based on n.m.r.data and NOE experiments)

[l = - 30.21 (¢ = 0.48, CHC)

A. Pelter, R. S. Ward, Li Qianrong and J. Pis

<

CazHaOy

OMe

Tetrahedron: Asymmetry 1994, 5, 909

D.e. 100% by n.m.r.

Source of chirality : synthesis from {-)-menthol

Absolute configuration : 1S

(assignment based on n.m.r.data and structure of precursor)

[a)p?2 = - 97.6 (c = 0.54, CHCly)

Al48




A. Pelter, R. S. Ward, Li Qianrong and J. Pis Tetrahedron: Asymmetry 1994, 5, 909

OH D.e. 100% by n.m.r.
: H,OH Source of chirality : synthesis from (-)-menthol

Absolute configuration : 15,2R,3R,4R

(assignment based on n.m.r.data and structure of precursor)
[0)p?2 = 17.1 (c = 0.85, CHCl3)

Me
C24H2s0

A. Pelter, R. S. Ward, Li Qianrong and J. Pis Tetrahedron: Asymmetry 1994, 5, 909

(_?H D.e. 100% by n.m.r.

: Source of chirality : synthesis from (-)-menthol

Absolute configuration : 15,2R,3R,4R

(assignment based on n.m.r.data and structure of precursor)

[o]p22 = - 143 (¢ = 0.056, CHCly)

022'-&208 Me

A. Pelter, R. S. Ward, Li Qianrong and J. Pis Tetrahedron: Asymmetry 1994, 5, 909

9” Omenth D.e. 100% by n.m.r.

Source of chirality : synthesis from (-)-menthol
Absolute configuration : 1S,2R,35,4R,10R
(assignment based on n.m.r.data and structure of precursor)

[a)p22 = - 119 (¢ = 0.20, CHCly)

Tetrahedron: Asymmetry 1994, 5, 921

J. Ezquerra, C. Pedregal, |. Mic6é and C. Najera
D. e. >99% [by "HNMR]

e, [0125 =-20.1 (¢ 1.1, CHCly)
. Source of chirality: pyrogiutamic acid
o@‘coza Absolute configuration: 25, 4R
]
BOC
C15H2eN205

Ethyl 1-(tert-Butyloxycarbonyl)-4-(dimethylamino)pyroghtamate

Al49




J. Ezquerra, C. Pedregal, I. Mic6 and C. Néjera

éOC

Cy3H1sNOs
Ethyl 1-(tert-Butyloxycarbonyl)-4-methylenepyrogiutamate

Tetrahedron: Asymmetry 1994, 5, 921

E. 8. = Homochiral
(o) 85 =+13.9 (c 1.1, CHCly)

Source of chirality: pyroglutamic acid

Absolute configuration: 25

J. Ezquerra, C. Pedregal, |. Mic6 and C. Najera

BOC

C14H21NO;
Ethyl 1-(tert-Butyloxycarbonyf)-4,4-ethylenepyrogiutamate

Tetrahedron: Asymmetry 1994, 5, 921

E. e. = Homochiral
(a] 35 =-29.3 (c 1.5, CHCly)

Source of chirality: pyroglutamic acid

Absolute configuration: 28

J. Ezquerra, C. Pedregal, |. Micé and C. Néjera

e

X o
Bub( j /IL

/N "y COBu
COPh

CogHaN;0,

Tetrahedron: Asymmetry 1994, 5, 921

D. e. > 99% (by capillary GC)
{a} SS = +78.3 (c 1.5, CHCly)

mp 107-108°C

Source of chirality: (25)-1-benzoyl-2-
(tert-butyl)-3-methylimidazolidin-4-one

Absolute configuration: 28, 58

1-Benzoyl-2-(tert-butyl)-5-[2-(butoxycarbonyl)-2-propenyl]-3-methylimidazolidin-4-one

J. Ezquerra, C. Pedregal, |. Micé and C. Néjera

e

o
Buh-< f %

/N 0y

COPh

COQBU

CasHauN20,

Tetrahedron: Asymmetry 1994, 5, 921

D. e. > 99% (by capillary GC)
[« 35 =+38.7 (c 1.5, CHCly)

mp 108-110°C

Source of chirality: (2S5)-1-benzoyl-2-
(tert-butyl)-3-methylimidazolidin-4-one

Absolute configuration: 28,55

1-Benzoyl-2-(tert-butyl)-5-[2-(butoxycarbonyl)-2-cyclopropylethyl}-3-methylimidazolidin-4-one




P. Allevi, M. Anastasia, P. Ciuffreda and A. M. Sanvito

OoH OH
CoH,504

(2R,3R 4R,5R)-3,4-O-(1-methylethylidene)-2,3,4,5-hexanetetraol

Tetrahedron: Asymmetry 1994, 5, 927

[a)p?0 = 9.6 (CHCl3, ¢ 1)
Source of Chirality: natural chiral compound (D-mannitol)

Absolute configuration 2R,3R4R,5R

P. Allevi, M. Anastasia, P. Ciuffreda and A. M. Sanvito

OH OH

"y

(o) 0O

CoH1304
(28,3R 4R,55)-3,4-0-(1-methylethylidene)-2,3,4,5-hexanetetraol

Tetrahedron: Asymmetry 1994, 5, 927

[alp?®= +232 (CHCh, ¢ 1)
Source of Chirality: natural chiral compound (D-mannitol)

Absolute configuration 285,3R,4R,5S

P. Allevi, M. Anastasia, P. Ciuffreda and A. M. Sanvito

OH OoH

C11H2204
(3RA4R,5R,6R)-4,5-0-(1-methylethylidene)-3,4,5,6-decanetetraol

Tetrahedron: Asymmetry 1994, 5, 927

[o]p?°= +10.8 (CHCL, ¢ 1)
Source of Chirality: natural chiral compound (D-mannitol)

Absolute configuration 3R,4R,5R,6R

P. Allevi, M. Anastasia, P. Ciuffreda and A. M. Sanvito

(?H OH
C11H304

(35.4R,5R,65)-4,5-0-(1-methylethylidene)-3,4,5,6-decanetetraol

Tetrahedron: Asymmetry 1994, 5, 927

[a]p?0=+18.8 (CHCl, c 1)
Source of Chirality: natural chiral compound (D-mannitol)

Absolute configuration 3S,4R,5R,6S

Al51




P. Allevi, M. Anastasia, P. Ciuffreda and A. M. Sanvito

OH OH

C17H3404

(6R,7R,8R,9R)-7,8-O-(1-methylethylidene)-6,7,8,9-
tetradecanetetraol

Tetrahedron: Asymmetry 1994, 5, 927

[0)p?®=+23.9 (CHCl3, ¢ 1)
Source of Chirality: natural chiral compound (D-mannitol)

Absolute configuration 6R,7R,8R,9R

P. Allevi, M. Anastasia, P. Ciuffreda and A. M. Sanvito

C17H3404

(65,7R,8R,95)-7,8-0O-(1-methylethylidene)-6,7,8,9-
tetradecanetetraol

Tetrahedron: Asymmetry 1994, 5, 927

[o]pP=+1.4 (CHCl3,c 1)
Source of Chirality: natural chiral compound (D-mannitol)

Absolute configuration 65,7R,8R,95

P. Allevi, M. Anastasia, P. Ciuffreda and A. M. Sanvito

S
CHO
C11H1203
(2R)-2-benzoyloxybutanal

Tetrahedron: Asymmetry 1994, 5, 927

[0]p20=+43.2 (CHCl3, ¢ 1)
Source of Chirality: natural chiral compound (D-mannitol)

Absolute configuration 2R

P. Allevi, M. Anastasia, P. Ciuffreda and A. M. Sanvito

QcoCH
NN CHO

C11Hp0;
(25)-2-benzoyloxybutanal

Tetrahedron: Asymmetry 1994, 5, 927

[a]p?=-42.4 (CHCl3, ¢ 1)
Source of Chirality: natural chiral compound (D-mannitol)

Absolute configuration 25

Al52




P. Allevi, M. Anastasia, P. Ciuffreda and A. M. Sanvito

OCOCgH,

/\/\)\CHO

Cy4H1305
(2R)-2-benzoyloxyheptanal

Tetrahedron: Asymmetry 1994, 5, 927

[a)p?0=+36.6 (CHCls;, c 1)
Source of Chirality: natural chiral compound (D-mannitol)

Absolute configuration 2R

P. Allevi, M. Anastasia, P. Ciuffreda and A. M. Sanvito

000CH;
/\/\/-\CHO

C14H1503
(25)-2-benzoyloxyheptanal

Tetrahedron: Asymmetry 1994, 5, 927

[0]p20=-35.9 (CHCl, ¢ 1)
Source of Chirality: natural chiral compound (D-mannitol)

Absolute configuration 25

P. Allevi, M. Anastasia, P. Ciuffreda and A. M. Sanvito

OH

A

CsHi002
(2R ,4E)-4-hydroxyhex-2-enal

Tetrahedron: Asymmetry 1994, 5, 927

Ee. = XX% [by HPLC and NMR with (R)-2-methoxy-2-
phenyl-2-(trifluoromethyl)acetyl chloride, Mosher’s Method
[a]p20=-53.0 (CHCl3,c1)

Source of Chirality: natural chiral compound (D-mannitol)
Absolute configuration 2R

(assigned by nmr of comresponding Mosher's (R)- and (S)-
eslers)

P. Allevi, M. Anastasia, P. Ciuffreda and A. M. Sanvito

\/\/\CHO
CsH1002
(25,4E)-4-hydroxyhex-2-enal

Tetrahedron: Asymmetry 1994, 5, 927

Ee. = XX% [by HPLC and NMR with (R)-2-methoxy-2-
phenyl-2-(trifluoromethyl)acetyl chloride, Mosher's Method
[alp2®=+51.6 (CHCls, c 1)

Source of Chirality: natural chiral compound (D-mannitol)
Absolute configuration 2§

(assigned by nmr of corresponding Mosher's (R)- and (5)-
esters)

A153




. . _ . Tetrahedron: Asymmetry 1994, 5, 927
P. Allevi, M. Anastasia, P. Ciuffreda and A. M. Sanvito

OH Ee. > 98% [by HPLC and NMR with (R)-2-methoxy-2-

phenyl-2-(trifluoromethyl)acetyl chloride, Mosher's Method
/\/\/k/\ [a]lp?®=-48.7 (CHCl, ¢ 1)
CHO

CoH;40; Source of Chirality: natural chiral compound (D-mannitol)

(2R,4E)-4-hydroxynon-2-enal Absolute configuration 2R
(assigned by nmr of corresponding Mosher's (R)- and (5)-
esters)

P. Allevi, M. Anastasia, P. Ciuffreda and A. M, Sanvito Tetrahedron: Asymmetry 1994, 5, 927

OH Ee. > 98% [by HPLC and NMR with (R)-2-methoxy-2-
: phenyl-2-(trifluoromethyl)acetyl chloride, Mosher's Method
AN NN [o]p2®=+46.3 (CHCls, ¢ 1)
CHO
CoHy602 Source of Chirality: natural chiral compound (D-mannitol)
(25,4E)-4-hydroxynon-2-enal Absolute configuration 2§
(assigned by nmr of corresponding Mosher's (R)- and (S)-
esters)
A. Garcia Martinez, E. Teso Vilar, A. Garcfa Fraile, Tetrahedron: Asymmetry 1994, 5, 949

S. de 1a Moya Cerero, C. Dfaz Oliva, L. R. Subramanian, C. Maichle.

[alp?®= -32.2 (c 1.10, MeOH)

Source of chirality: natural (+)-(1R)-1,7,7-trimethyl-2-norbornanone
HO {(1R)-Camphor]
™ Absolute configuration: 1R,4R

CoH 1 F30,8 )
3,3-dimethyl-1-trifluoromethyisulfonyloxy-2-norbornanoxime

A. Garcfa Martinez, E. Teso Vilar, A. Garcfa Fraile, Tetrahedron: Asymmetry 1994, 5, 949

S. de la Moya Cerero, C. Dfaz Oliva, L. R. Subramanian, C. Maichle.

[a]p®= -87.1 (c 0.85, MeOH)
Source of chirality: natural (+)-(1R)-1,7,7-trimethyl-2-norbornanone
[(1R)-Camphor]
N Absolute configuration: 1R,4R

C,H,,10
3,3-dimethyl-1-iodo-2-norbornanoxime

Al54




A. Garcfa Martfnez, E. Teso Vilar, A. Garcfa Fraile, Tetrahedron: Asymmetry 1994, 5, 949

S. de la Moya Cerero, C. Diaz Oliva, L. R. Subramanian, C. Maichle.

[alp®= +40.7 (c 1.44, MeOH)
Source of chirality: natural (—)~(1R)-1,3,3-trimethyl-2-norbornanone
[(1R)-Fenchone]

RNl Absolute configuration: 1R,4S

CioH1F30,8 )
7,7-dimethyl-1-trifluoromethylsulfonyloxy-2-norbornanoxime

Tetrahedron: Asymmertry 1994, 5, 949

A. Garcfa Martinez, E. Teso Vilar, A. Garcfa Fraile,

S. de l1a Moya Cerero, C. Dfaz Oliva, L. R. Subramanian, C. Maichle.

_/CN
" [a]lp®= +14.6 (c 3.10, MeOH)
Source of chirality: natural (—)-(1R)-1,3,3-trimethyl-2-norbornanone
[(1R)-Fenchone]
N Absolute configuration: 3§
N
CHN,0 N

anti-3-cyanomethyl-2,2-dimethyleyclopentanoxime

Tetrahedron: Asymmetry 1994, 5, 949

A. Garcfa Martfnez, E. Teso Vilar, A. Garcia Fraile,

S. de la Moya Cerero, C. Dfaz Oliva, L. R. Subramanian, C. Maichie.

/CN
[alp®= +7.2 (c0.76, CH,Cl,)
Source of chirality: natural (—)-(1R)-1,3,3-trimethyl-2-norbornanone
{(1R)-Fenchone]
Absolute configuration: 4S5

O
CioH,,F3NO,S
4-cyanomethyl-3,5-dimethyl- 1-trifluoromethylsulfonyloxycyclopentene

Tetrahedron: Asymmetry 1994, 5, 949

A. Garcfa Martinez, E. Teso Vilar, A. Garcia Fraile,

S. de 13 Moya Cerero, C. Dfaz Oliva, L. R. Subramanian, C. Maichle.

[o]p®= -136.0 (c 0.52, McOH)
i Source of chirality: natural (+)-(1R)-1,7,7-trimethyl-2-norbornanone
\ [(1R)-Camphor]
o Absolute configuration: 1R,5R

O
C\oHsF;INO,S
4,4-dimethyl-1-iodo-2-trifluoromethylsulfonyl-2-azabicyclo[3.2. 1 Joctan-3-one

AlS55




