STEREOCHEMISTRY ABSTRACTS

R. Lépez and J.C. Carretero Tetrahedron Asymmetry 1991, 2, 93
0 1

t E.e.>98% [by H NMR with Yb(hfc)3]
Buso, S. (x) = +142 (c=1, CHCL,)

~ \r‘;. D= =1, 3

ol Source of chirality: synthesis from (-)-menthyl
(S).~-p-toluenesulfinate
C12H1803S S

(S)S—tert—Butylsulfonyl—p— Absolute configuration inferred from the method

tolylsulfinylmethane of synthesis (Andersen reaction)

R. Lbpez and J.C. Carretero Tetrahedron Asymmetry 1991, 2,93

0
tg J 1
uSo S. E.e.>98% (by H NMR of a precursor)
AN NG 20
II ol [o(]D = +25 (c=1, CHCl,)
Absolute configuration 8
C,,H,,0.8

1371873

(S)S—I—tert—Butylsulfonyl—I—p—tolylsulflnylethene

Tetrahedron Asymmetry 1991, 2,93

R. Lépez and J.C. Carretero

.0
y Jol E.e.>80% [by 'H NMR with vb(hfc) ]
Yo
/ [o(]D= +64 (c=1, CHCl,)
SOZtBu Absolute confa
guration R1,R2,R4,Ss (assigned by
C1 8H24O352 correlation with (+)-(1R,4R)-dehydronorcamphor

and by mechanistic considerations)

2-tert-Butylsul fonyl-2-p-tolylsulfinyl-5-norbornene

R. Lbépez and J.C. Carretero Tetrahedron Asymmetry 1991, 2,93

E.e.»80% [by 'H NMR with Yb(hfc),]

t
SOZBU [“]2D°= +98 {c=1, CHC13)

/

C,.H, _0O.,S
117162 dehydronorcamphor)

(IR, 4S)-2-tert-Butylsulfonyl-2,5-norbornadiene

Absolute configuration 1R,4S (assaigned by
correlation of a precursor to (+)-(1R,4R)-

A9



K. Soai and M. Watanabe Tetrahedron Asymmetry 1991, 2,917

C> E.e. = Not determined (probably 100%)
Hac_ g 24
i H [a] p ~12 86 (¢ 5.0, CliCl,)
G'CHZ'N OoH Source of chirality: (1S, 2R)-norephedrine

Absolute configuration 15, 2R
Ca0fl27N0

N-benzyl-N-butylnorephedrine

K. Soai and M Watanabe Tetrahedron Asymmetry 1991, 2, 97

O E.e. = Not determined (probably 100%)
chz ‘n le)?%) -7.71 (¢ 1.5, CHCly)
O‘CHzO‘(CHz)rN OH Source of chirality: (1S, 2R)-norephedrine
Absolute configuration 1S, 2R
C24H35%03
N-(4-benzyloxybutyl)-N-butylnorephedrine

K Soai and M Watanabe Tetrahedron Asymmetry 1991, 2,97
O E.e = Not determined (probably 100%)
H,G 3 [a129) -10.84 (¢ 2.0, CHCly4)

Ho H
O-CHZO-(CH.‘,)G-N OH Source of chirality: (18, 2R)-norephedrine

Absolute configuration 1S, 2R
Caeli3gN0y
N-(6-benzyloxyhexyl)-N-butyinorephedrine

K. Soal and M. Watanabe Tetrahedron. Asymmetry 1991, 2, 97
O E.e. = Not determined (probably 100%)
HiC, 7 [«125) -7.42 (c 2.1, CHCl,)

Hom H
0-0“20-(0"2’12"‘ OH Source of chirality: (1S, 2R)-norephedrine

Absolute configuration 1§, 2R

Cg2H5; N0
N-(12-benzyloxydodecyl)-N-butylnorephedrine

Al0




K. Soal and M. Watanabe Tetrahedron. Asymmetry 1991, 2, 97

E.e. = Not determined (probably 100%)

Ha, [a125) -1.01 (¢ 2.3, CHCly)

e -nH

0'0”20'(‘7“2)4",' OH Source of chirality: (1R, 28)-ephedrine
GHy Absolute configuration 1R, 28

Ca1Ha9N0;
N-(4-benzyloxybutyl)ephedrine

K. Soal and M. Watanabe Tetrahedron: Asymmetry 1991, 2,97

E.e = Not determined (probably 100%)

H.C 25
90N [ la1?%p -2 72 (¢ 2.0, cHCly)
O-CHzo—(CHz)e—?" OH Source of chirality: (1R, 2S)-ephedrine
CHa Absolute configuration 1R, 2§

PELERLLD)
N-(4-benzyloxyhexyl)ephedrine

K. Soai and M. Watanabe Tetrahedron. Asymmetry 1991, 2, 91

E.e. = Not determined (probably 100%)
12120 -2 90 (¢ 2.1, CHCly)

Source of chirality: (1R, 28)-ephedrine

Absolute configuration 1R, 2§

Caglig5N0,
N-(12-benzyloxydodecyl)ephedrine

K. Soal and M. Watanabe Tetrahedron Asymmetry 1991, 2,97

—¢CH,~CHy— O E.e. = Not determined (probably 100%)

H.C ).
ﬁ—}_‘—n [a]l} not measured because of insolubility
OH

_/\/\l\N Source of chirality: (1S, 2R)-norephedrine
CH20 ——I—J

Absolute configuration 1§, 2R

polymeric compound

N-butyl-N-(6-polystyrylmethoxyhexyl)norephedrine

All




George R Negrete and Joseph P Konopelsk: Tetrahedron Asymmeiry 1991, 2, 105

ee =>99% (by GC and NMR of denvative)

\l/ o [o)p = +434 (c = 1 7, EtOAc)
N o 2
HN= N Source of chirality (S)-asparagine
~

absolute configuration §

CioH1605N; (5)-1N-Carbomethoxy-2-tert-butyl-2,3-dihydro-4(1H)-pyrimdinone

George R Negrete and Joseph P Konopelski Tetrahedron Asymmetry 1991, 2, 105
de = 94%, 98% after chromatography (by GC and NMR)
\sl/ [a]p = +138 (c =5 63, CH,Cl,)
A py-COMe
o N7 N Source of chirality (S)-asparagine
03\71

absolute configuration 2R, S at 3N acyl group

C,sH404N, (2R)-1N-Carbomethoxy-3N-[(S)-2-methylbutyryl]-2-tert-butyl-2,3-

dihydro-4(1H)-pynmdinone
George R Negrete and Joseph P Konopelski Tetrahedron Asymmetry 1991, 2, 105
QR de = 98%, 96% after chromatography (by GC and NMR)
<\ [0]p = +257 (¢ = 1 05, CH,Cl,)
o N COMe Source of chirality (S)-asparagine
o Z absolute configuration 2R, S at 3N acyl group

C1¢H2404N;  (2R)-1N-Carbomethoxy-3N-[(S)-2-methyl-4-pentenoyl]-2-tert-butyl-
2,3-dihydro-4(1 H)-pyrmudinone

George R Negrete and Joseph P Konopelsk1 Tetrahedron Asymmetry 1991, 2, 105

il de = 98%:; >99% after chromatography (by GC and NMR)

<< [alp = +152 (¢ = 1 55, CH,Cly)
o N/’\N,cozm Source of chirality (S)-asparagine
o = absolute configuration 2R, S at 3N acyl group

Ci16H204N,  (2R)-1N-Carbomethoxy-3N-[(S)-2-methyl-4-pentynoyl]-2-tert-butyl-
2,3-dihydro-4(1H)-pyrimidinone

Al2




George R Negrete and Joseph P Konopelski Tetrahedron Asymmetry 1991, 2, 105

de = 98%, >99% after chromatography (by GC and NMR)

Ph
\l/ [alp = +210 (c = 1 81, CH,Cl,)
N/.\NvCOZMe
o Source of chirahty (S)-asparagine
-~
o

absolute configuration 2R, S at 3N acyl group

CyH04N;  (2R)-1N-Carbomethoxy-3N-[(S)-2-methyl-3-phenylpropionyl]-2-tert-butyl-
2,3-dihydro-4(1H)-pynmudinone

George R Negrete and Joseph P Konopelsk: Tetrahedron Asymmetry 1991, 2, 105

de = 86%, 98% after chromatography (by GC and NMR)

/i /\ CO,Me [a]p = +86 4 (¢ =2 36, CH,Cly)
[o} N N7
o

Source of chirality (S)-asparagine
absolute configuration 2R, R at 3N acyl group

CisHyO4N;  (2R)-1N-Carbomethoxy-3N-[(R)-2-methylbutyryl]-2-tert-butyl-

2,3-dihydro-4(1H)-pynmdinone
George R Negrete and Joseph P Konopelsk Tetrahedron Asymmetry 1991, 2, 105
N de = 96%, 96% after chromatography (by GC and NMR)
<t [alp = +81 9 (c = 0 89, CH,Cl,)
. .CO
o N 00 Source of chirality (S)-asparagine
OJ\7I

absolute configuration 2R, § at 3N acyl group

Ci7H2504N;  (2R)-1N-Carbomethoxy-3N-[(S)-2-ethyl-4-pentenoyl]-2-tert-butyl-
2,3-dihydro-4(1H)-pyrimudinone

George R Negrete and Joseph P Konopelski Tetrahedron Asymmetry 1991, 2, 105

I I de = 98%, >99% after chromatography (by GC and NMR)
\!/ [a]p =+99 9 (c = 195, CH,CLy)
Ay SO
4\/' Source of chirality (S)-asparagine
~
o absolute configuration 2R, S at 3N acyl group

Ci7HpO4N;  (2R)-1N-Carbomethoxy-3N-[(S)-2-ethyl-4-pentynoyl]-2-tert-butyl-
2,3-dihydro-4(1H)-pynimidinone

Al13




George R Negrete and Joseph P Konopelsk:

Ph
:_ _CO,Me
/oiNAN' 2!
J\?l
o

Tetrahedron Asymmetry 1991, 2, 105

de = 98%, >99% after chromatography (by GC and NMR)
[(X.]D =+141 (C =3 44, CH2C12)

Source of churality (S)-asparagine

absolute configuration 2R, S at 3N acyl group

CyHysO4N;  (2R)-1N-Carbomethoxy-3N-[(S)-2-benzybutyryl]-2-zert-butyl-
2,3-dihydro-4(1H)-pyrimudinone

J F.G A.Jansen, C Jansen, B L Feringa

Ry
4 H
o= % S
'0 ~Menthyl

Tetrahedron Asymmeiry 1991, 2, 109

R,=CH,

¢ ¢ 100%, d e. 100% by NMR

source of chirality: synthesis from (-)-menthol
absolute configuration 4R, 5R

assigned by correlation with X-ray analysis
and NMR NOE studies

J F G A.Jansen, C Jansen, B. L Feninga

O-Menthyl

Tetrahedron Asymmetry 1991, 2, 109

R2=Ph

ee 100%, d.e. 100% by NMR

source of chirality synthesis from (-)-menthol
absolute configuration 4R, SR

assigned by correlation with X-ray analysis
and NMR NOE studies

J F G A.Jansen, C. Jansen, B L Fennga

phsSEh
2
4 H
—_— A1
o 0—%

“0- Menthyl

Tetrahedron Asymmerry 1991,2, 109

R,=CH,

e.e 100%, de 100% by NMR

source of chirality: synthesis from (-)-menthol
absolute configuration 4R, 5SR

assigned by correlation with X-ray analysis
and NMR NOE studies

Al4




J F G A.Jansen, C. Jansen, B. L Feringa

PhsSPh
R,
4 H
0=, . 5
O—Menthyl

Tetrahedron Asymmetry 1991, 2, 109

R,=Ph

ee 100%, d e. 100% by NMR

source of chirality: synthesis from (-)-menthol
absolute configuration 4R, 5R

assigned by correlation with X-ray analysis
and NMR NOE studies

J F G A Jansen, C. Jansen, B L. Feringa

phsSPh
R
2
3_4f g
0= L s
§T0T %
R, O-Menthyl

Tetrahedron Asymmetry 1991, 2, 109

R2=CH3, R3=CH3

ee 100%, de 100% by NMR

source of chirality* synthesis from (-)-menthol
absolute configuration 4R, SR

assigned by correlation with X-ray analysis
and NMR NOE studies

J F.G A.Jansen, C. Jansen, B L Ferninga

phsSPR
R,
3 4l g4
0= : [0} >, 5
R; O~=Menthyl

Tetrahedron Asymmetry 1991, 2, 109

R2=Ph, R3=CH3

e.c 100%, d.e 100% by NMR

source of churality: synthesis from (-)-menthol
absolute configuration 4R, SR

assigned by correlation with X-ray analysis
and NMR NOE studies

J F G A Jansen, C. Jansen, B L Feringa

R
o_:
S0 v S5
3

N %
R O-Menthyl

Tetrahedron Asymmetry 1991, 2, 109

R2=CH3, R3=CH3

e.c 100%, d.e. 100% by NMR

source of chirality: synthesis from (-)-menthol
absolute configuration 4R, 5R

assigned by correlation with X-ray analysis
and NMR NOE studies

AlS




J F.G. A. Jansen, C. Jansen, B L. Feringa

R
2
3 4f y
0= 05
R, 0-Menthyl

Tetrahedron Asymmertry 1991, 2, 109

R,=Ph, R;=CH,4

e.e 100%, d e. 100% by NMR

source of chirality: synthesis from (-)-menthol
absolute configuration 4R, SR

assigned by correlation with X-ray analysis
and NMR NOE studies

J F.G A Jansen, C Jansen, B L Fennga

PhSSPh
R,
3 4 d
o= 5’ 0 %, 5
R O0-Menthyl

Tetrahedron Asymmetry 1991, 2, 109

R;=R;.(CH,0),CH,

e.e 100%, d.e 100% by NMR

source of chirality. synthess from (-)-menthol
absolute configuration 4R, SR

assigned by correlation with X-ray analysis
and NMR NOE studies

J F G. A.Jansen, C Jansen, B L Feninga

Tetrahedron Asymmetry 1991, 2, 109

R,=R,.(CH;0),C;H,4

e.ec 100%, d e. 100% by NMR

source of chirality: synthesis from (-)-menthol
absolute configuration 4R, SR

assigned by correlation with X-ray analysis
and NMR NOE studies

J F G A.Jansen, C. Jansen, B L. Feringa

PhsSER
Ar
3 4 H
0= F~0 %>
s Y
Ar—n OH 0 —Menthyl
6 H

Tetrahedron Asymmetry 1991, 2, 109

Ar= 3-benzyloxy-4-methoxy-benzene

e.e 100%, d.e. 100% by NMR

[a]pRT 980 (c=0.6 CHCl,)

source of chirality: synthesis from (-)-menthol
absolute configuration 4R, 5R

assigned by correlation with X-ray analysis
and NMR NOE studies

Alé6




M Saiah, M Bessodes* and K Antonakis Tetrahedron Asymmetry 1991,2, 111

OH O [@2%p=-21 (¢ 0 17, H20), ee= 100%
7/\#\)‘\ Source of chirality Sharpless kinetic
oH resolution of allylic alcohols
NH 2 Starting matenal 1sovaleraldehyde

1

CgH7NO3
(3S, 4S)-4-amino-3-hydroxy-6-methyl-heptanoic acid (statine)

Tetrahedron Asymmetry 1991, 2, 113

Thaddeus R Nieduzak and Alexey L Margoln

OH Ee 297% (wF NMR of a-methoxy-a-trifluoromethylphenyl acetate ester)
~c [0)3 = -41 0 (c=1 30,CHCly)

Source of chirality enzymatic resolution

Absolute configuration S (‘H NMR of O-methylmandelate ester)

CgHgFO

S-(-)-1-(4-Fluorophenyl)ethanol

Tetrahedron Asymmetry 1991, 2, 113

Thaddeus R Nieduzak and Alexey L Margolin

/C_) Ee 297% (‘QF NMR of a-methoxy-a-trifluoromethylphenyl acetate ester of precursor)
CH, § _H [o]3 = -17 8 {c=1 07,CHCly)
~c Source of chirality enzymatc resolution
Absolute configuration R (1H NMR of O-methylmandelate ester of precursor)
CgH7FO
R-(-)-4-Fluorostyreneoxide
F

Tetrahedron. Asymmetry 1991, 2, 113

Thaddeus R Nieduzak and Alexey L Margolin

CH,CI “\\OH Ee >97% ('°F NMR of a-methoxy-a-tnfluoromethylphenyl acetate ester)
SCey [0)% = -51 0 (c=0 90,CHCl3)

Source of chirality enzymatic resolution

Absolute configuration R (1H NMR of O-methylmandelate ester)
CgHgCIFO

R-(-)-2-Chloro-(4-fluorophenyl)ethanol

Al7




Thaddeus R Nieduzak and Alexey L Margoln

F

OH Absolute configuration S (‘H NMR of O-methylmandelate ester of precursor)

:.ZC>IO

Tetrahedron Asymmetry 1991,2,113

Ee 297% (19F NMR of a-methoxy-a-tnfluoromethylphenyl acetate ester of precursor)
{03 = -12 0 (c=1 0,CH3OH)
Source of chirality enzymatic resolution

mp =141-145°C
C12H1gFNO
S-(-)-(4-Fluorophenyl)hydroxymethyl-piperidine

Thaddeus R Nieduzak and Alexey L Margolin

F
T o
(cj\ H

N OH

>
™

éHz'c~H

Tetrahedron Asymmetry 1991, 2,113

Ee 2 97% (19F NMR of a-methoxy-a-tnfluoromethylphenyl acetate ester of precursors)
[0 = -22 2 (c=0 33,CHCly)

Source of chirality enzymatic resolution

Absolute configuration R,R (1H NMR of O-methylmandelate ester of precursors)

mp =133-136 °C

CogH23F2NO2
(-)-1-[(R)-2-(4-Fluorophenyl)-2hydroxyethyl]-4-[(R}-(4-fluorophenyl)hydroxymethyll-piperidine

Thaddeus R Nieduzak and Alexey L Margolin

F.

Tetrahedron Asymmetry 1991, 2, 113

Ee 2 97% (19F NMR of a-methoxy-a-trifluoromethylphenyl acetate ester of precursors)
(012 = -69 7 (c=0 80,CHCla)

Source of chirality enzymatic resolution

Absolute configuration R,S (1H NMR of O-methylmandelate ester of precursors)

“-¢ah  mp = 135-138 °C
Ca0H23F2NO2
F (-)-1-[(R)-2-(4-Fluorophenyl)-2-hydroxyethyl}-4-{(S)-(4-fluorophenyl)hydroxymethylj-pipendine
G Rosim,* E Marotta, A Raimonds, and P Righi Tetrahedron Asymmetry 1991, 2, 123
H mp 91-93°C
[]26 +103 59 (c 2 138, CHCl3)
°_o
Ts C21H29NO,S
N (15,2R,55)-(+)-2,5-Dimethylbicyclo[3 2.0]heptan-endo-2-yl

(2R)-1-(4-toluenesulphonyl)pyrrolidine-2-carboxylate

Al8




G Rosini,* E Marotta, A.Raimondi, and P Righ: Tetrahedron Asymmetry 1991, 2, 123

mp 74-76°C
[0J26 -43 80 (c 2 180, CHCly)

C21H29NO4S
(15,2R,55)-(-)-2,5-Dimethylbicyclo[3 2 O]heptan-endo-2-yl
(25)-1-(4-toluenesulphonyl)pyrrolidine-2-carboxylate

G Rosin,* E Marotta, A Raimondi, and P Right Tetrahedron Asymmetry 1991, 2,123

bp 115-120°C/22mmHg (kugelrohr air-bath temperature)

[0)20 -15 66 (d 0 865)

Ee 298%

Source of chirality (3R)-(—)-linalool (e e = 98%) as starting maternal
CoHy60

(3R)-(-)-3,6-Dimethylhepta-1,6-dien-3-ol

G.Rosin,* E Marotta, A Raimondi, and P Righi

Tetrahedron Asymmerry 1991, 2, 123

mp 56-57°C,  [o2® +26 40 (c 1 628, methanol)
Source of chirality (3R)-(-)-linalool (e e = 98%) as starting materal

H
CoH;60
(15,2R,55)-(+)-2,5-Dimethylbicyclo[3 2 O]heptan-endo-2-ol
OH Absolute configuration assigned according to lit
(cf hit. G Rosim et al Tetrahedron Asymmetry 1990, 1, 751)
L A. Bromley, S G. Davies and C L Goodfellow Tetrahedron Asymmerry 1991, 2, 139
OH
Et ee =>99 5% (by nmr of Mosher's ester)
[alp™® = -57 (¢ 102 1n toluene)
OMe Source of chirality asymmetric synthesis
Absolute configuration* S
CioH140,

1-(o-Anisyl)propanol

Al19




OH
Ph
OMe

C14H,40,

o-Phenyl-2-methoxybenzyl alcohol

L.A. Bromley, S.G. Davies and C.L. Goodfellow Tetrahedron: Asymmetry 1991, 2, 139

e.e. = >99.5% (by nmr of Cr(CO); complexed precursor)
[a)p?® = -34 (c 1.2 in CHCly)

Source of chirality: asymmetric synthesis

Absolute configuration: S

@(CHO
OMe
Cr/

(CO),
C16H;4CrNOs

tricarbonyl(T\6-o-anisaldehyde)chromium(O)

L.A. Bromley, S.G. Davies and C.L. Goodfellow Tetrahedron: Asymmetry 1991, 2, 139

e.e. = 99.5% (by nmr of L-valinol derived imine)
[o)p2 = +1016 (c 0.06 in CHCl5)

Source of chirality: kinetic resolution

Absolute configuration S

(assigned by X-ray of L-valinol derived imine)

CgH,,0,

o-Methoxy- 1-phenethanol

L.A. Bromley, S.G. Davies and C.L. Goodfellow Tetrahedron: Asymmetry 1991, 2, 139
OH e.e. = >99.5% (by nmr of Mosher's ester)
Me [alp? -59 (c 1 18 in toluene)
Source of chirality: asymmetric synthesis
OMe

Absolute configuration: S
(by X-ray of Cr(CO); complex of O-Me deriv.)

Lo
COR* N

CO,Me R Z e

©) Co,Me

COR* = CO,CH(Me)-COEt

[2-R-(S ethyl lactate)] 2-methoxy-2-(2'-thuazinyl)glycinate

A. Boussoufi, P. Hudhomme, P. Hitchcock and G. Duguay* | Tewrahedron: Asymmetry 1991, 2, 157

Source of chirality : (-)-(S)-Ethyl lactate
[a)¥ -5.1 (c=1.37; CHCl3)

Absolute configuration : 2 R~(S ethyl lactate)]
(assigned by X-Ray)

A20




