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1. Formation of Mosher’s esters.
3,3,3-Trifluoro-2-methoxy-2-phenyl-propionic acid 3-hydroxy-2-oxo-3-p-tolyl-propyl ester
(Mosher’s ester of 3d). The reaction was carried out under anhydrous conditions. To a stirred
solution of 3d (0.010 g, 0.03 mmol) in CH,CI, (1 mL) was added 2,4,6-collidine (33 uL, 0.25
mmol) and (S)-MTPA chloride (10 pL, 0.04 mmol), and the reaction was stirred for 12 h at rt. The
product was dry loaded onto silica gel and purified using flash chromatography (EtOAc/hexane,
1:4) to afford the titled compound as a colorless oil (0.012 g, 55%), (2R,3'R) major isomer. R 0.50
(EtOAc/hexane, 1:4); *H NMR (600 MHz; CDCl3) & 2.35 (3H, s, CHs), 3.61 (3H, s, OCHs), 4.70
(0.61H, d, J 17.4 Hz, CHHO (2R,3'R)), 4.85 (0.39H, d, J 17.4 Hz, CHHO (2S,3'R)), 4.89 (0.39H, d,
J 17.4 Hz, CHHO (2S,3'R)), 5.00 (0.61H, d, J 17.4 Hz, CHHO (2R, 3'R)), 5.21 (1H, s, CHOH), 7.21
(4H, m, ArH), 7.42 (3H, m, Ph), 7.63 (2H, m, ArH); **C NMR (150 MHz; CDCl;) & 21.4, 55.9,
77.9, 127.3 (signal overlap), 128.6, 130.1 (signal overlap), 133.8, 139.6, 168.3, 201.0; °F NMR
(282 MHz; CDCls) & -72.2; m/z (CI) 397 (MH", 10%), 379 (100), 145 (84); m/z (HR-CI) calcd for
MH" CyoH2oF305 397.12628, found 397.12642.
3,3,3-Trifluoro-2-methoxy-2-phenyl-propionic  acid  3-(4-fluoro-phenyl)-3-hydroxy-2-oxo-
propyl ester (Mosher’s ester of 3e).The reaction was carried out under anhydrous conditions. To a
stirred solution of 3e (0.008 g, 0.04 mmol) in CH,CI, (1 mL) was added 2,4,6-collidine (33 uL, 0.25
mmol) and (S)-MTPA chloride (10 pL, 0.04 mmol) and the reaction was stirred for 12 h at rt. The
product was dry loaded onto silica gel and purified using flash chromatography (EtOAc/hexane,
1:4) to afford the titled compound as a colorless oil (0.010 g, 59%), (2R,3'R) major isomer. R 0.50
(EtOAc/hexane, 1:4); *H NMR (600 MHz; CDCls) & 3.61 (3H, s, OCHs), 4.74 (0.63H, d, J 16.8 Hz,
CHHO (2R,3'R)), 4.88 (0.74H, m, CH,0 (2S,3'R)), 4.99 (0.63H, d, J 16.8 Hz, CHHO (2R,3'R)),
5.24 (1H, d, J 3.0 Hz, CHOH), 7.09 (3H, m, ArH), 7.42 (4H, m, ArH), 7.58 (2H, m, ArH); *C
NMR (150 MHz; CDCl3) & 55.9, 66.4, 77.4, 114.3 (d, 2Jcr 21.1 Hz), 116.6 (d, 2Jcr 21.1 Hz), 122.9,
127.5 (signal overlap), 128.6 (signal overlap), 130.0, 131.2, 131.7, 139.1, 163.3 (d, *Jcr 246 Hz,
CF), 166.2, 201.4; ®F NMR (282 MHz; CDCls) & -72.2, -112.4; m/z (HR-CI) calcd for MH*
C19H1705F4 401.10060, found 401.10051.
3,3,3-Trifluoro-2-methoxy-2-phenyl-propionic  acid  3-(4-chloro-phenyl)-3-hydroxy-2-oxo-
propyl ester (Mosher’s ester of 3f). The reaction was carried out under anhydrous conditions. To a
stirred solution of 3f (0.007 g, 0.04 mmol) in CH,Cl, (1 mL) was added 2,4,6-collidine (33 uL, 0.25
mmol) and (S)-MTPA chloride (10 pL, 0.04 mmol), and the reaction was stirred for 12 h at rt. The
product was dry loaded onto silica gel and purified using flash chromatography (EtOAc/hexane,
1:4) to afford the titled compound as a colourless oil (0.009 g, 60%), (2R,3'R) major isomer. R¢ 0.50
(EtOAc/hexane, 1:4); vinax(neat)/cm ™ 3420, 2930, 2855, 1734; *H NMR (600 MHz; CDCls) & 3.60
(3H, s, OCHs3), 4.74 (0.70H, d, J 17.1 Hz, CHHO (2R,3'R)), 4.88 (0.60H, m, CH,0 (2S,3R)), 4.99
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(0.70H, d, J 17.1 Hz, CHHO (2R,3'R)), 5.22 (1H, d, J 3.0 Hz, CHOH), 7.29-7.42 (7TH, m, ArH),
7.52 (2H, m, ArH); *C NMR (150 MHz; CDCls) & 55.9, 66.5, 84.7 (d, 2Jcr 28.5 Hz), 123.1 (d, YJcr
285 Hz), 127.5, 128.6, 128.7, 129.7, 130.0, 131.7, 135.2, 135.6, 166.2, 201.4; YFE NMR (282 MHz;
CDCl3) & -72.2; m/z (HR-ES-) calcd for [M-H]™ C1gH15>°CIF30s 415.0560, found 415.0506.
3,3,3-Trifluoro-2-methoxy-2-phenyl-propionic  acid  3-(3-fluorophenyl)-3-hydroxy-2-oxo-
propyl ester (Mosher’s ester of 3i). The reaction was carried out under anhydrous conditions. To
a stirred solution of 3i (0.008 g, 0.04 mmol) in CH,CI, (1 mL) was added 2,4,6-collidine (33 puL,
0.25 mmol) and (S)-MTPA chloride (10 pL, 0.04 mmol) the reaction was stirred for 12 h at rt. The
product was dry loaded onto silica gel and purified using flash chromatography (EtOAc/hexane,
1:4) to afford the titled compound as a colourless oil (0.010 g, 59%), and (2R,3'R) as the major
isomer. Rf 0.50 (EtOAc/hexane, 1:4); *H NMR (600 MHz; CDCls) & 3.61 (3H, s, OCHs), 4.73
(0.63H, d, J 16.8 Hz, CHHO (2R,3'R)), 4.87 (0.75H, m, CH,0 (2S,3'R)), 4.99 (0.63H, d, J 16.8 Hz,
CHHO (2R, 3'R)), 5.24 (1H, d, J 3.0 Hz, CHOH), 7.04-7.10 (2H, m, ArH), 7.29-7.43 (5H, m,
ArH), 7.58 (2H, m, ArH); *C NMR (150 MHz; CDCls) & 55.9, 66.4, 77.4, 114.2 (d, 2Jcr 21.0 Hz),
116.5 (d, 2Jce 21.1 Hz), 127.5, 128.6 (signals superimposed), 130.0, 131.2, 131.7, 139.1, 163.3 (d,
LJcr 246 Hz, CF), 166.2, 201.4; F NMR (282 MHz; CDCl3) § -72.2, -112.4; m/z (HR-ES+) calcd
for MH" Cy9H17F405 401.10060, found 401.10051.
3,3,3-Trifluoro-2-methoxy-2-phenyl-propionic acid 3-hydroxy-3-(3-methoxyphenyl)-2-oxo-
propyl ester (Mosher’s ester of 3k). The reaction was carried out under anhydrous conditions. To
a stirred solution of 3k (0.007 g, 0.04 mmol) in CH,Cl, (1 mL) was added 2,4,6-collidine (33 pL,
0.25 mmol) and (S)-MTPA chloride (10 pL, 0.04 mmol) and the reaction was stirred for 12 h at rt.
The product was dry loaded onto silica gel and purified using flash chromatography
(EtOAc/hexane, 1:4) to afford the titled compound as a colorless oil (0.010 g, 67%), (2R,3'R) as the
major isomer. R¢ 0.50 (EtOAc/hexane, 1:4); *H NMR (600 MHz; CDCl3) & 3.61 (3H, s, OCHs),
3.81 (3H, s, OCHs), 4.71 (0.64H, d, J 17.1 Hz, CHHO (2R,3'R)), 4.87 (0.32H, d, J 17.1 Hz, CHHO
(2S,3'R)), 4.92 (0.32H, d, J 17.1 Hz, CHHO (2S,3'R)), 5.03 (0.64H, d, J 17.1 Hz, CHHO (2R,3'R)),
5.22 (1H, s, CHOH), 6.86-6.92 (3H, m, ArH), 7.31 (1H, app. t, J 7.8 Hz, ArH), 7.41 (3H, m, ArH),
7.59 (2H, m, ArH); **C NMR (150 MHz; CDCl3) & 55.5, 55.9, 66.5, 77.6, 112.6, 115.2, 119.6,
127.5, 128.6 (signal overlap), 130.0, 130.6, 138.2, 160.4, 166.3, 201.6; *F NMR (282 MHz;
CDCI3) 6 -72.2; m/z (HR-ES-) calcd for [M-H] CyoH18F306 411.1056, found 411.1036.
3-[1-Hydroxy-2-0x0-3-(3,3,3-trifluoro-2-methoxy-2-phenyl-propionyloxy)-propyl]-benzoic
acid methyl ester (Mosher’s ester of 31). The reaction was carried out under anhydrous conditions.
To a stirred solution of 31 (0.010 g, 0.04 mmol) in CH,Cl, (1 mL) was added 2,4,6-collidine (33 puL,
0.25 mmol) and (S)-MTPA chloride (10 pL, 0.04 mmol) the reaction was stirred for 12 h at rt. The
product was dry loaded onto silica gel and purified using flash chromatography (EtOAc/hexane,
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1:4) to afford the titled compound as a colourless oil (0.013 g, 65%), (2R,3'R) as the major isomer.
Rf 0.50 (EtOAc/hexane, 1:4); *H NMR (600 MHz; CDCls) & 3.62 (3H, s, OCHs), 3.80 (3H, s,
OCHg), 4.72 (0.83H, d, J 17.0 Hz, CHHO (2R,3'R)), 4.87 (0.17H, d, J 17.0 Hz, CHHO (2S,3R)),
4.93 (0.17H, d, J 17.0 Hz, CHHO (2S,3R)), 5.04 (0.83H, d, J 17.0 Hz, CHHO (2R,3R)), 5.22 (1H,
s, CHOH), 6.86-6.92 (3H, m, ArH), 7.31 (1H, app. t, J 7.8 Hz, ArH), 7.41 (3H, m, ArH), 7.59 (2H,
m, ArH); *C NMR (150 MHz; CDCls) § 55.5, 55.9, 66.5, 78.0, 112.6, 115.2, 119.6, 127.5, 127.6,
128.6 (signal overlap), 130.0, 130.6, 160.4, 166.3, 201.6; **F NMR (282 MHz; CDCl3) & -72.2; m/z

(HR-ES+) calcd for MNa* C,;H19F30,Na 463.0981, found 463.0975.

'H NMR study of the reaction bewteen 1 and 2a to give 3a (%conversion, not isolated yield) at pH

8 using 0, 5, 25, 50, 100 mol% of NMM

Reaction of cyclohexanecarboxaldehyde with NMM
in D,O at pH 8 monitored by '"H NMR
100
80
L 2 0,
. 60 0 mol% cat.
Conversion e o ] 5 mol% cat.
(%) 40 A
A A A25 mol% cat.
20 ®50 mol% cat.
X100 mol% cat.
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Reaction Time (h)
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Spectral Data
'H NMR of [1-*C]-cyclohexyl-1,3-dihydroxy-2-propanone [1-**C]-3a
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3C NMR of [1-**C]-cyclohexyl-1,3-dihydroxy-2-propanone [1-*C]-3a OH a0
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'H NMR of [1-*C]-3-dihydroxy-1-phenyl-2-propanone [1-*C]-3b
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ESI-(-)-MS spectrum for the reaction between 2c and Li-1 catalysed by DABCO
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ESI-(-)-MS/MS spectrum for m/z 215 for the reaction between 2c and Li-1 catalysed by DABCO
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ESI-(-)-MS/MS spectrum for m/z 327 for the reaction between 2c and Li-1 catalysed by DABCO

joth1A #293 RT:2.66 AV:1 NL:2.00E3
T ITMS - ¢ ESI Full ms2 327.00@cid17.00 [90.00-500.00]
100 185.07

95
9
85
80
75
70
65
60
55
50
45

40

265.00
- 283.06

30
25
20
15

10

5 215.04 82720

11309 14102 15713 |j0305 | 236.66 312.14
0 I I | i T T 1 L ||
LIS N S B N SR B B B B IR S S B R RN SR B B R B EE R
100 150 200 250 300 350

miz

S13



Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemi
This journal is © The Royal Society of Chemist?y 2012 emistry

Chiral HPLC analysis of dibenzoylated 3b

Run Mode Analysis
Peak Measurement: Peak Area
Calculation Type: Percent
Ret. Time
Peak Peak Result Time Offset Area
No. Name () (min) {min) (counts)
1 2.5436 3. 071 0.000 164870
2 1.1614 3..108 0.000 75277
3 48.0956 13.185 0.000 3117442
4 48.1994 18.782 0.000 3124172
Totals: 100.0000 0.000 6481761
Total Unidentified Counts : 6481762 counts
Run Mode Analysis
Peak Measuremenbt: Peak Area
Calculation Type: Percent
Ret. Time
Peak Peak Result Time Offset Area
No . Name ) (min) (min) {counts)
1 8.1156 2.980 0.000 278702
2 56.1858 13.145 0.000 1929495
3 35.6985 18.715 0.000 1225935
Totals: 99.9999 0.000 3434132

Sep.
Code

Status
Codes

13.185

\

18.782

OBz

OBz

134

13.145

15
16
17
184
19
20

18715

22% ee
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'H NMR of 1,3-dihydroxy-1-(4-methylphenyl)-2-propanone (3d)
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3C NMR of 1,3-dihydroxy-1-(4-methylphenyl)-2-propanone (3d) OH
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Chiral HPLC analysis of monobenzoylated 3d

OH
OBz
0]
g
Run Mode : Analysis - o
Peak Measurement: Peak Area o B
Calculation Type: Percent ©
Ret. Time Width
Peak Peak Result Time Offset Area Sep. 1/2 Status
No. Name () {(min) (min) (counts) Code (sec) Codes
1 50.3474 15.142 0.000 9281514 BB 29.5
2 49.6526 16.575 0.000 9153424 BB 33.2
Totals: 100.0000 0.000 184349380
Total Unidentified Counts : 18434938 counts
T T T T
T e & =
Run Mode : Analysis
Peak Measurement: Peak Area
Calculation Type: Percent
Ret. Time Width
Peak Peak Result Time Offset Area Sep. 1/2 Status
No. Name () {min) (min) {counts) Code {sec) Codes
1 2.3881 3.165 0.000 126887 BV 11.1
2 5.2700 3.545 0.000 280009 vB  13.9
3 6.3906 G6.991 0.000 339549 BB 13.2
4 33.7376 15.990 0.000 1792559 BV 30.8
5 52.2136 17.475 0.000 2774230 VB 34.4
Totals 99.9999 0.000 5313234 —r . : : .
2 = = 2 2
Total Unidentified Counts : 5313233 counts 2194)ee

'H NMR of key region of 3,3,3-Trifluoro-2-methoxy-2-phenyl-propionic acid 3-hydroxy-2-oxo-3-p-tolyl-propyl ester (Mosher’s ester of 3d)
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Chiral HPLC analysis of monobenzoylated 3e

Run Mode : Analysis
Peak Measurement: Peak Area
Calculation Type: Percent
Ret. Time
Peak Peak Result Time Offset Area
No. Name ) {(min) (min) {counts)
1 0.4931 3.108 0.000 92849
2 50.3005 13.022 0.000 9471602
3 49.1529 15.302 0.000 9255510
4 0.0449 28.165 0.000 8459
5 0.0085 32.872 0.000 1607
Totals: 99.9999 0.000 18830027
Run Mode : Analysis
eak Measurement: Peak Area
talculation Type: Percent
Ret. Time
Peak Peak Result Time Offset Area Sep.
No. Name () {(min) {(min) {counts) Code
1 31.8326 13.182 0.000 894459 BB
2 68.1674 15.482 0.000 1915422 BB
Totals: 100.0000 0.000 2809881
36% ee

Width

Sep .- 1/2 Status
Code ({sec) Codes

BB 0.0

BB 24.8

BB 29.6

BB 0.7

BB 0.7
Width

172 Status
{sec) Codes

26.9

28.7

513182

A %‘Lﬁw

15 4

16 -

15.482

17 4

13+

14 4

15 -

16 -
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'H NMR of key region of 1-(4-Fluorophenyl)-1-hydroxy-3-(2,2,2-trifluoro-1-methoxy-1-phenyl-ethoxy)-2-propanone (Mosher’s ester of 3e)
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'H NMR of 1-(4-chlorophenyl)-1,3-dihydroxy-2-propanone (3f)
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Run Mode

Analysis
Peak Measurement: Peak Area o
Calculation Type: Percent =
1 z2
Ret. Time Width | b
Peak Peak Result Time Offset Area Sep. 1/2 Status [ i
No. Name () (min) (min) (counts) Code (sec) Codes \ ﬂ
———— . — —— ———— ——— ——— ——— - o - —— ——— o —— 1 I
1 49.7101 13.575 0.000 8584182 BB 29.6 I “
2 50.2899 15.878 0.000 8684309 BB 35.4 i |1
S == i, e S e |
Totals: .100.0000 0.000 17268491 h ﬂ
1 i
Total Unidentified Counts : 17268492 counts h R
- _—
Run Mode Analysis
Peak Measurement: Peak Area
Calculation Type: Percent
Ret. Time Width
Peak Peak Result Time Offset Area Sep. 1./2 Status
No. Name ) (min) (min) (counts) Code (sec) Codes
1 24.8727 1.3.768 0.000 191790 BB 22.3%1
2 75.21273 16.072 0.000 579295 BB 30.6 -
Totals 100.0000 0.000 771085

Total Unidentified Counts : 771085 counts

50% ee

134
14 -
5
]
T

'H NMR of key region of 1-(4-chlorophenyl)-1-hydroxy-3-(2,2,2-trifluoro-1-methoxy-1-phenyl-ethoxy)-2-propanone (Mosher’s ester of 3f)
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'H NMR of 1,3-dihydroxy-1-(4-methoxyphenyl)-2-propanone (3g) OH
OH
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3C NMR of 1,3-dihydroxy-1-(4-methoxyphenyl)-propan-2-one (3g)
OH

/[::j/LTT/\OH
@]
MeO

(00) O < (N L0
(@) ~ O w0 O AN (e 0] <
(Q\] o™ << ~ < < (e 0)
. . . (\] N Q"
(@) (@) O 0O < .
(@) O [Q QN — ~ LO LO
(Q\] — — — ~ O LO
|
I |
| | [ ‘ l

210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 ppm

S28



Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is © The Royal Society of Chemistry 2012

'H NMR of 1-(4-bromophenyl)-1,3-dihydroxy-2-propanone (3h) OH
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3C NMR of 1-(4-bromophenyl)-1,3-dihydroxy-2-propanone (3h)
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. . OH
'H NMR of 1-(3-fluorophenyl)-1,3-dihydroxy-2-propanone (3i) E
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3C NMR of 1-(3-fluorophenyl)-1,3-dihydroxy-2-propanone (3i) OH
OH
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Chiral HPLC analysis of monobenzoylated 3i

un Mode : Analysis
>eak Measurement: Peak Area
talculation Type: Percent
Peak Peak Result
No. Name )
1 3.6996
2 24.2664
3 3001058
4 16.6789
5 17.1284
6 6.4561
7 1..' 7596
Totals: 99:.9999
Run Mode : Analysis
Peak Measurement: Peak Area
Calculation Type: FPercent
Peak Peak Result
No. Name )
1 31.1307
2 68.8693
Totals: 100.0000

38% ee

OH
F
OBz
0]
Ret. Time width 9 2
Time Offset Area Sep. 1./42 Status = ﬁ
(min) (min) (counts) Code (sec) Codes - b
3. 172 0.000 69223 BB 0.0
B 5e2 0.000 454047 BB 12,5
6.952 0.000 561531 BB 135
112785 0.000 312078 BB 26.2
14.618 0.000 320489 BB Z27%9
16.432 0.000 120800 BB 17:.2
17.432 0.000 32925 BB 0.4
0.000 1871093
T T T T = R
= 2 E B @
0
[va]
I~
i
Ret. Time Width x
Time Offsetl Area Sep. 1/2 Status i
(min) {(min) (counts) Code ({sec) Codes T
11.818 0.000 286947 BB 21.2
14.788 0.000 634803 BB 29.1
0.000 921750
e
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'H NMR of key region of 3,3,3-trifluoro-2-methoxy-2-phenyl-propionic acid 3-(3-fluoro-phenyl)-3-hydroxy-2-oxo-propyl ester (Mosher’s ester

of 3i)
0 Ph OMe
< Ne) ™ < Ne) 3
- Z T g F O~ e,
P “ i b

——
.0
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3C NMR of 1-(2-fluorophenyl)-1,3-dihydroxy-2-propanone (3j) F OH
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'H NMR of 1,3-dihydroxy-1-(3-methoxyphenyl)-2-propanone (3k)
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3C NMR of 1,3-dihydroxy-1-(3-methoxyphenyl)-2-propanone (3K)
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Chiral HPLC analysis of dibenzoylated 3k

Run Mode : Analysis
Peak Measurement: Peak Area
Calculation Type: Percent

Ret.
Peak Peak Result Time
No. Name () (min)
1 31.8778 32.648
2 68.1222 37.062

Total Unidentified Counts

Detected Peaks: 2

36% ee

Rejected Peaks: O

OBz
MeO
OBz

0]
Time width
Offset Area Sep. 1/2
(min) (counts) Code (sec)
0.000 1012461 BB 57.4
0.000 2163611 BB 69.4

0.000 3176072

3176071 counts

Identified Peaks: O

32.648

7.062
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'H NMR of key region of 3,3,3-trifluoro-2-methoxy-2-phenyl-propionic acid 3-hydroxy-3-(3-methoxyphenyl)-2-oxo-propyl ester (Mosher’s

ester of 3k)
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'H NMR of 3-(1,3-dihydroxy-2-oxo-propyl)-benzoic acid methyl ester (3)
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3C NMR of 3-(1,3-dihydroxy-2-oxo-propyl)-benzoic acid methyl ester (3l) OH
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Chiral HPLC analysis of monobenzoylated 3l OH
MeC&C
OBz
§ -
]
R #
Run Mode : Analysis f
Peak Measurement: Peak Area
Calculation Type: Percent
Ret. Time width
Peak Peak Result Time Offset Area Sep. 1/2 Status
No. Name (] (min) (min) (counts) Code (sec) Codes
1 4.0963 o, T By 7 | 0.000 222044 BB 8.3
2 10.1454 5.339 0.000 549941 BB 11.3
3 26.6480 6.879 0.000 1444485 BB 14.0
4 22.3614 24.450 0.000 1212124 BB 39.4
5 36.7490 28.094 0.000 1212019 BB 55.7
Totals: 100.0001 0.000 5420613
el Time Widkh
Faak Peak Hesualt T4 mes Offact Bresa Hop.  LSZ Status
M. Marme [ fmimnd fming foountat  Code foeel Oodes @
e ————————am—— - - mm——— —————— mmm mmm— mm——— mEm——— =
1 2, 0L1LE0 o o=y n.noo Y BE 0. &
2 a,A44E7 Do1G4 n.ooo LE2Z40 B 11.3
L] 0747 H.E56 o.ooo 1n1&n W a5
4 n.vaaEn A.534 . Oy 2008 WwH 1.7
=] n.2244 A.156 [ el ) 4206 HE 1%.7
£ 27.1571 2,817 (S aTaTul 111 5%224 HB FELL @
" 0.3003 12,983 [ s T 175312 HB 19.% =
] [ e 14,088 .0 143032 B 2107
f Q1T LG 432 a.ooon 332938 B 3.0
10 0.nze4 16,477 p_ooon 1EO0Ee] [E1E) 2.8
11 1LS.18:27 24 . 6ES wouuu I [T R
13 H1.8T5h FE451 g 130199323 N mThoa
13 126452 AL EA2 0, iy e B S W LE. D
14 0. He36 34,427 G, D00 1544577 Y ﬂu.?
15 ?.2141 34, 557 LE el ENERFE] WV 8BTS
N 3.323% 37821 €, 300 LAGATTE WROOTELT
T I;fals: 100, adaa 4,000 410649549
rotal Unidentified Gooants o 41069544 counts
Debacbad Peakm: 16 Rejected Peaks: O ldentiflied Peaks; O
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'H NMR of key region of 3-[1-hydroxy-2-oxo-3-(3,3,3-trifluoro-2-methoxy-2-phenyl-propionyloxy)-propyl]-benzoic acid methyl ester

(Mosher’s ester of 31)
O Ph OMe
O <
MeO,C j{<oF3

OH 0

—5.05
—5.02
—4.91
—4.88
—4.73
—4.70

4.94

.
1\
F
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S44



Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is © The Royal Society of Chemistry 2012

3. References

1. a) J. L. Galman and H. C. Hailes, Tetrahedron: Asymmetry, 2009, 20, 1828-1831; b) A. Cazares,
J. L. Galman, L. G. Crago, M. E. B. Smith, J. Strafford, L. Rios-Solis, G. J. Lye, P. A. Dalby and H.
C. Hailes, Org. Biomol. Chem., 2010, 6, 1301-1309.

S45



