Temperature- and Reagent-Controlled Complementary Syn- and
Anti-Selective Enolboration-aldolization of Substituted

Phenylacetates

Angela Y. Thomas, Tommy L. Walls 11, Brionna N. Nelson, Stafford W. Primeaux, and Prem B.
Chanda*
Department of Chemistry and Physics, Southeastern Louisiana University
Hammond, LA 70402
Phone: (+) 1-985-549-2578

Email: prem.chanda@selu.edu

Supporting Information

Contents
THand BCLMHY NMR SPECIIA. ... 2-85
'H and BC{*H} NMR spectra of some representative crude compounds........................ 86-95

S1



Z000"0-—

06cE”

Fc0s”
L8’
S9F8”

Ok’
c0se”
oECT”
9EvT”
Toze”
FOve”
91ez"
9Fce”
g187"
TL9e”
9eLe”
oogz”
vLec”
LERT”
567"
RAN
£80E"
TTTE”
LeCe”

I Sl e e e e e e e e s e

0O ppm

10

'H NMR (400 MHz, CDCl3) Spectrum of syn-methyl 3-hydroxy-3-phenyl-2-p-tolylpropanoate (7a)
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13C{*H} NMR (100 MHz, CDCls) Spectrum of syn-methyl 3-hydroxy-3-phenyl-2-p-tolylpropanoate (7a)
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'H NMR (400 MHz, CDCls) Spectrum of anti-methyl 3-hydroxy-3-phenyl-2-p-tolylpropanoate (7a)
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B3C{*H} NMR (100 MHz, CDCls) Spectrum of anti-methyl 3-hydroxy-3-phenyl-2-p-tolylpropanoate (7a)
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'H NMR (400 MHz, CDCls) Spectrum of syn-methyl 3-hydroxy-2, 3-dip-tolylpropanoate (7b)

S6



mmmmmmm

O Oh D
mmmmmmm
HHHHHHH

21.252
21.231
0.121

172.9486
8.
7.
7.
2.
77.477
77,159
76.841
75.078
—59.487
——52.038

-~ =

il

B I I I I I 0 I I L I RS RARRARARY RARARERRRY NEARRRAR RO
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

13C{*H} NMR (100 MHz, CDCls) Spectrum of syn-methyl 3-hydroxy-2, 3-dip-tolylpropanoate (7b)

S7



\o

— 00 = o] Oy @ — [w]
oo oy N oy oN GO o o
— S QO oy O o Ly = [&]
oY O — 0 w0 O [VINeN] .
PR . o e e . . o
[~ O O [Ep Iuiy) o)y oM [QVNeN] |

1N M JLJ

70 65 60 b5 50 45 40 35 30 25 20 15 1.0 05 ppm

H B &l 3

!H NMR (400 MHz, CDCls) Spectrum of anti-methyl 3-hydroxy-2, 3-dip-tolylpropanoate (7b)

S8



NNNNNNNN
mmmmmmmm
mmmmmmmm
mmmmmmmm
mmmmmmmm
ﬁﬁﬁﬁﬁﬁﬁﬁ

174.241
T7.474
77.157
76.838
Te.472
—— 55.432
21.225
21.170
0.122

—52.331

<=

I

D I I I I 0 Y A R HARARARARY RARARRRN R
170 160 150 140 130 120 110 100 S0 80 70 60 50 40 30 20 10 ppm

13C{*H} NMR (100 MHz, CDCls) Spectrum of anti-methyl 3-hydroxy-2, 3-dip-tolylpropanoate (7b)
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!H NMR (400 MHz, CDCl3) Spectrum of syn-methyl 3-hydroxy-3-(4-methoxyphenyl)-2-p-tolylpropanoate (7c)
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13C{*H} NMR (100 MHz, CDCls) Spectrum of syn-methyl 3-hydroxy-3-(4-methoxyphenyl)-2-p-tolylpropanoate (7¢)

S11



™l
NWOW O NI MO [N OO M oo ™ o
WO YN O oo o= ooy o O L &}
Mo~ DN O o] O T A4 NS ™M = &)
O OO — w o~ ~ O o N
........ . . . . . . . le>)
D= D ADAD AD D D Iy Mmoo ™ [\ |

® 0 F & A

'H NMR (400 MHz, CDCl3) Spectrum of anti-methyl 3-hydroxy-3-(4-methoxyphenyl)-2-p-tolylpropanoate (7¢)
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BC{'H} NMR (100 MHz, CDCls) Spectrum of anti-methyl 3-hydroxy-3-(4-methoxyphenyl)-2-p-tolylpropanoate (7c)
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'H NMR (400 MHz, CDCl3) Spectrum of syn-methyl 3-(4-fluorophenyl)-3-hydroxy-2-p-tolylpropanoate (7d)
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13C{*H} NMR (100 MHz, CDCls) Spectrum of syn-methyl 3-(4-fluorophenyl)-3-hydroxy-2-p-tolylpropanoate (7d)
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'H NMR (400 MHz, CDCls) spectrum of anti-methyl 3-(4-fluorophenyl)-3-hydroxy-2-p-tolylpropanoate (7d)
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13C{H} NMR (100 MHz, CDCls) Spectrum of anti-methyl 3-(4-fluorophenyl)-3-hydroxy-2-p-tolylpropanoate (7d)
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'H NMR (400 MHz, CDCls) Spectrum of syn-methyl 3-hydroxy-3-(4-nitrophenyl)-2-p-tolylpropanoate (7¢)
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13C{*H} NMR (100 MHz, CDCls) Spectrum of syn-methyl 3-hydroxy-3-(4-nitrophenyl)-2-p-tolylpropanoate (7¢)
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'H NMR (400 MHz, CDCl3) Spectrum of anti-methyl 3-hydroxy-3-(4-nitrophenyl)-2-p-tolylpropanoate (7¢)
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13C{*H} NMR (100 MHz, CDCls) Spectrum of anti-methyl 3-hydroxy-3-(4-nitrophenyl)-2-p-tolylpropanoate (7¢)
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'H NMR (400 MHz, CDCls) Spectrum of syn-(E)-methyl 3-hydroxy-5-phenyl-2-p-tolylpent-4-enoate (7f)
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13C{*H} NMR (100 MHz, CDCls) Spectrum of syn-(E)-methyl 3-hydroxy-5-phenyl-2-p-tolylpent-4-enoate (7f)
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'H NMR (400 MHz, CDCls) Spectrum of anti-(E)-methyl 3-hydroxy-5-phenyl-2-p-tolylpent-4-enoate (7f)
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13C{*H} NMR (100 MHz, CDCls) Spectrum of anti-(E)-methyl 3-hydroxy-5-phenyl-2-p-tolylpent-4-enoate (7f)
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!H NMR (400 MHz, CDCls) Spectrum of syn-methyl 3-hydroxy-3-(thiophen-2-yl)-2-p-tolylpropanoate (7g)
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13C{*H} NMR (100 MHz, CDCls) Spectrum of syn-methyl 3-hydroxy-3-(thiophen-2-yl)-2-p-tolylpropanoate (7g)
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'H NMR (400 MHz, CDCls) Spectrum of anti-methyl 3-hydroxy-3-(thiophen-2-yl)-2-p-tolylpropanoate (79)
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13C{*H} NMR (100 MHz, CDCls) Spectrum of anti-methyl 3-hydroxy-3-(thiophen-2-yl)-2-p-tolylpropanoate (7g)
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'H NMR (400 MHz, CDCls) Spectrum of syn-methyl 3-hydroxy-4,4-dimethyl-2-p-tolylpentanoate (7h)
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13C{*H} NMR (100 MHz, CDCls) Spectrum of syn-methyl 3-hydroxy-4,4-dimethyl-2-p-tolylpentanoate (7h)
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'H NMR (400 MHz, CDCls) Spectrum of anti-methyl 3-hydroxy-4,4-dimethyl-2-p-tolylpentanoate (7h)
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BC{'H} NMR (100 MHz, CDCls) Spectrum of anti-methyl 3-hydroxy-4,4-dimethyl-2-p-tolylpentanoate (7h)
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'H NMR (400 MHz, CDCls) Spectrum of syn-methyl 3-hydroxy-4-methyl-2-p-tolylpentanoate (7i)
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BC{'H} NMR (100 MHz, CDCls) Spectrum of anti-methyl 3-hydroxy-4-methyl-2-p-tolylpentanoate (7i)
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13C{*H} NMR (100 MHz, CDCls) Spectrum of syn-methyl 3-hydroxy-2-p-tolylhexanoate (7j)
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13C{*H} NMR (100 MHz, CDCls) Spectrum of anti-methyl 3-hydroxy-2-p-tolylhexanoate (7j)
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'H NMR (400 MHz, CDCls) Spectrum of syn-methyl 3-hydroxy-3-phenyl-2-o-tolylpropanoate (10a)
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'H NMR (400 MHz, CDCl3) Spectrum of anti-methyl 3-hydroxy-3-phenyl-2-o-tolylpropanoate (10a)
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13C{*H} NMR (100 MHz, CDCls) Spectrum of anti-methyl 3-hydroxy-3-phenyl-2-o-tolylpropanoate (10a)
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'H NMR (400 MHz, CDCls) Spectrum of syn-methyl 3-hydroxy-3-phenyl-2-m-tolylpropanoate (10b)
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13C{*H} NMR (100 MHz, CDCls) Spectrum of syn-methyl 3-hydroxy-3-phenyl-2-m-tolylpropanoate (10b)

S47



™

0N M NSO Mmoo MW S — — o [Ty o™ o
OO0 <0 W) A =P MY O AN OO0, o Oy 00 — — o
[~ M OOy O Y Qw0 00N 00N S WD s i N O ) ] ]
O O DO O OOy 0000 o000 ™ ] [\ .
P T T S S T . T T . e . ]
[T e e T T e A R Sl i e e B i N SN G BN e SN IN o I T BTy | Mmooy mM 48] [N [

1 | . 1

R D D D D D T D N R B
85 80 75 70 65 60 55 50 45 40 35 3.0 25 20 15 1.0 ppm

O |Q (00| (= |© b= LD =r [
NIN[O|O(O|O - [N o o™

'H NMR (400 MHz, CDCl3) Spectrum of anti-methyl 3-hydroxy-3-phenyl-2-m-tolylpropanoate (10b)
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'H NMR (400 MHz, CDCls) Spectrum of anti-methyl 3-hydroxy-2-(4- methoxyphenyl)-3-phenylpropanoate (10c)
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13C{*H} NMR (100 MHz, CDCls) Spectrum of syn-methyl 3-hydroxy-2-(2-methoxyphenyl)-3-phenylpropanoate (10d)
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'H NMR (400 MHz, CDClIs) Spectrum of anti-methyl 3-hydroxy-2-(2-methoxyphenyl)-3-phenylpropanoate (10d)
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'H NMR (400 MHz, CDCl3) Spectrum of syn-methyl 2-(2-fluorophenyl)-3-hydroxy-3-phenylpropanoate (10e)
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13C{*H} NMR (100 MHz, CDCls) Spectrum of anti-methyl 2-(2-fluorophenyl)-3-hydroxy-3-phenylpropanoate (10e)
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'H NMR (400 MHz, CDCls) Spectrum of syn-methyl 2-(4-bromophenyl)-3-hydroxy-3-phenylpropanoate (10g)
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13C{*H} NMR (100 MHz, CDCls) Spectrum of anti-methyl 2-(4-bromophenyl)-3-hydroxy-3-phenylpropanoate (10g)
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!H NMR (400 MHz, CDCls) Spectrum of syn-methyl 2-(4-tert-butylphenyl)-3-hydroxy-3-phenylpropanoate (10j)
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