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(R)-4-Benzyloxazolidin-2-one (1)
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(R)-4-Benzyl-3-(5-phenylpentanoyl)oxazolidin-2-one (3)

™M b
5.6 g 65000
. Rk
NMRin TT'\ 60000
cDCl,
-55000
50000
A I _/‘_f_/[ / 45000
o o D (m)
1 2.99 -40000
N" %o
-35000
Am)| [B(m) 9D frm E (m) o0
a66| | 4.16 2 2.68 1.75 3
— — J(B"&lmHH —
G (dd) -25000
2.77
3(9.54, 13.37 —
-15000
-10000
il
A J s
i T = T T s 2
€ =)
: g 8 g ga% 3 Fso00
8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 a, 3.5 3.0 2.5 2.0 1.5 1.0
f1 (ppm)
< Py 00
3-1BCNMRin e emmem 8
< S BIRINER © ® o 588 & (45000
CDCl; @ S WBRANEERY S 8 8 FEYS 00
| TS I I I (20 .
40000 00
00
+35000
00
o o 0 30000
©/\/\)J\N o
125000 00
00
+20000
00
1]
i ; +15000
00
10000 00
1
H | 00
. +5000
0
! o

00

170 160 150 140 130 120 110 100 90 80 70 60 50 40 30
f1 (ppm)

Page S3 ©AUTHOR(S)



Regional Issue 'Organic Chemistry in South Africa’ ARKIVOC 2020, jii, $1-S15

(R)-4-Benzyl-3-((R)-2-((S)-1-hydroxyethyl)-5-phenylpentanoyl)oxazolidin-2-one (4)
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(R)-2-((S)-1-Hydroxyethyl)-5-phenylpentanoic acid (5)
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(R)-N-(Benzyloxy)-2-((S)-1-hydroxyethyl)-5-phenylpentanamide (6)
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(3R,4R)-1-(Benzyloxy)-4-methyl-3-(3-phenylpropyl)azetidin-2-one (7)
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Expansion of the 3.17-3.25 ppm signal for H-4 of 7 is shown above, revealing a dq with J = 2.0, 6.1 Hz vicinal
couplings. This confirms the trans-relative stereochemistry between H-3 and H-4 based on a near 90 ° dihedral
angle and, hence, a low vicinal J value (2.0 Hz). In the Hoettecke paper (reference 7 in the text) for the cis-
isomer (14 in the text of their paper), their J value was recorded as close to 6 Hz. The cis-stereochemistry of 14
was confirmed by X-ray. The absolute stereochemistry in our case was taken to be in accordance with the
Evans’ model.

Page S8 ©AUTHOR(S)



Regional Issue 'Organic Chemistry in South Africa’

7 - 13C NMR
in CDCl,

2
2

166.55
14185
135.73
129.4
129.0
12867
12851
"~ 126.04
7826
~77.16 cdd3
—60.41
—5282
_~29.10

~27.84
— 1758

ﬁ

ARKIVOC 2020, jii, S1-515

2000
:1900
51800
:1?00
1600
:1500
:1400
:1300
:1200
:1100
:1000
:900
:800
:?UU
:GUU
EEUU
:400
300
:200
:100
o

200 190

©AUTHOR(S)



Regional Issue 'Organic Chemistry in South Africa’ ARKIVOC 2020, jii, $1-S15

(R)-2-((R)-1-((Benzyloxy)amino)ethyl)-5-phenylpentanoic acid (8)

8 -1H NMRin k: L 50000
o O
cocl; g
Vi
/ L 45000
/ L 40000
| _//P [* [
1 j— _ _/‘ _J 35000
H OH
[:::I/ﬂ\o' 30000
o]
L 25000
E (s) om)| [cm) B(m) | 440
467 313 2.55 167/ L
e = = =—— |1(6.58) L 20000
1=]
15000
10000
M l 5000
A M A Lo
5 T . i i i
8 2 5 s 3 g
S — o = o« ™
85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05
f1 (ppm)
8 —13C NMR 2
i cDCl T RIHLS Y s, .~ oo - 1000
in ! ! 2 o - o — @ 0o a
? s RENNKY RE G ¢ RN 4
[ . T AN
3500
3000
L2500
N OH
o 2000
0
- 1500
- 1000
1
1 1
- 500
1
| i I
; 1 AL ,

T T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 11()f {100 ) 90 80 70 60 50 40 30 20 10 0
1 (ppm

Page S10 ©AUTHOR(S)



Regional Issue 'Organic Chemistry in South Africa’

(R)-2-((R)-1-(N-(Benzyloxy)formamido)ethyl)-5-phenylpentanoic acid (9)
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(5)-2-Amino-N,3,3-trimethylbutanamide (10)

10— *H NMR
in cDCI,

i)

(2]

085

| 0ga
295
X

7.0 6.5 6.0 5.3 5.0 4.5 4.0 3.5 3.0 23 2.0

10 — 13C NMR
in CDCI,

— 77.16 cdd3
64,53

—174.2

1.3

= 1903

—34.16

26
2575

ARKIVOC 2020, jii, S1-515

35000

30000

25000

20000

=15000

10000

[4000

3500

r3000

2500

2000

1500

r1000

500

200 190 180 170 160 150 140 130 120 110 100 90 80 70
f1 (ppm)

Page S12

©AUTHOR(S)



Regional Issue 'Organic Chemistry in South Africa’ ARKIVOC 2020, jii, $1-S15

(R)-2-((R)-1-(N-(Benzyloxy)formamido)ethyl)-N-((R)-3,3-dimethyl-1-(methylamino)-1-oxobutan-2-yl)-5-
phenylpentanamide (11)
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(R)-N-((R)-3,3-Dimethyl-1-(methylamino)-1-oxobutan-2-yl)-2-((R)-1-(N-hydroxyformamido)ethyl)-5-

phenylpentanamide (12)
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Chiral HPLC analysis of 12 on a Chiracel OD column with the eluent composed of Hex (60%): i-PrOH (40%), for
20 min with a flow rate of 1 mL/min at A = 254 nm

mal | VWD1 A, Wavelength=254 nm (SHAMKARI\SN-311.0)
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