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HOOXBEIRTILOHAL - TIUR
hv, O, (o] o]
R-OH CHCl, R‘oJ\m TR J\ T R R
a b
yields (%)
entry R-OH amount (mmol) temp. (°C) time (h) a b
1 Ethanol 20 30 25 51 3
2 Methanol 20 30 6.5 7 2
3 1-Propanol 20 30 3.0 60 2
4 2-Propanol 10 30 2.0 1 2
5 1-Butanol 20 30 4.0 73 10
6 1-Butanol 40 30 7.0 83 1
7 1-Butanol 20 10 6.0 82 0.5
8 1-Butanol 20 50 5.0 7 7
9 1-Hexanol 20 30 5.0 93 1
10 HsC{OCH,CH,}-OH 50 0 3.0 89 9

Entries 1-9 and entry 10 were 'H NMR yields and isolated yield, respectively.
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hV, 02
CHCl3, 3 h, 30 °C 4
10 mmol
entry R-OH amount (eq.) base (eq.) temp. (°C) time (h)  vyields (%)
1 OOH 1.0 TEA (3.0) 50 0.5 56 @
2 ANTN"0H 1.5 - 90 15 95b
3 Q_\ 1.5 - 90 20 87 °
OH
4 >70H 3.0 Pyridine (1.0) 70 1 60 b
5 %—OH 2.0 Pyridine (1.0) 70 1 4b
6 ch-(ocnzcmtori 1.5 - 90 14 50 @

4|solated yield, ® "TH NMR yield.
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R-OH o
hV, 02 \
H3CO\/\O/\/O\/\OH - - H3CO\/\0/\/O\/\OJ'I\O,R
CHCI;, 3h,0°C 80 °C, over night
10 mmol
entry R-OH amount (eq.) base (eq.) temp.(°C) vyields (%)?
1 NN 0H 1.2 - 80 85
2 NN 0H 1.2 - 80 90
H
3 MOH 1.2 - 80 69
4 /I\/\)V\OH 1.2 - 80 70

2 |solated yield
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10 mmol uj\\ j][] q:% 7:.'J~ l./
entry R'-OH temp. (°C) R?-NH, (eq.) yields (%)

1 /\/\/\OH 30 @-NHZ (1.2) 704

2 HICO g~ Oy 20 SN, (12) 56 °

3 @—\ 20 <:>—NH2 (3) 76 @
OH
Q™

. 20 <:>—NH2 (6) 40

4 J

a |solated yield, ?NMR yield
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(2) IETRART ik (REFKER) Acid 1 W VIR 4 a
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R\‘/U\O' x+ + Ph \OJLO/ i To; R‘)I\OH L L
NH, ph,o\n/ NH fe4d  ERAH A&
X = n-BugN &
P
3B) ¥ IWN—T LB R
Amino acid Yield (%) Scale (g)
o
R])J\ CHCl3 + CH30N Y( L-Phenylalanine 40 0.4 [2.5 mmol]
OH
NH, hv, Oz, 4 \g Isoleucine 10 0.7 [5.0 mmol]
NC Leucine 40 0.3 [2.5 mmol]
Tl - fHE Methionine 25 0.7 [5.0 mmol]
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