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Table 1: Standardization of the reaction for the synthesis of 1-oxadecaline.

H
@) Cl
TsO Lewis / Bronsted TSO
Acid, solvent S
I, 13h H -
-/
Entry | Lewis acid (mmol) | Solvent | Yield (%)
1 FeCl; (1.0) DCM 30
2 FeCl; (0.75) DCM 43
3 FeCl; (0.5) DCM 68
4 FeCl; (0.33) DCM 50
5 FeCl; (0.20) DCM 28
6 FeCl; (0.50) ACN Nd
7 FeCl; (1.0) THF Trace
amount
8 FeCl; (0.50) DCE 58
9 BF;.Et,0 (0.33/) ACN Nd
10 TFA (1.0 equiv.) DCM Nd
11 CeCl5.7H,0 (0.50) | ACN Nd
'H NMR of compound 6 (400 MHz, CDCly).
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3C NMR of compound 6 (126 MHz,CDCls) .
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HSQC compound 6.
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HMBC of compound 6.
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NOSEY of compound 6.
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'H NMR of compound 7 (400 MHz, CDCl5).
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3C NMR of compound 7 (126 MHz, CDCls).
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'H NMR of compound 8 (400 MHz, CDCls).
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3C NMR of compound 8 (126 MHz,CDCls).
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'H NMR of compound 9 (400MHz, CDCl5).

o

i

Feoz

—_— m”., Fore
LJ =15
— — @m0 |
mv M
— :_A vlm —w=" T |
T T M
_— o 1T
—_— i llmﬂnl = E11
_— = |l||.,w Fo0t
—— = ———— 00t
J
- - .M EiBT
|
EZB0E
EETTY
WLTL
DT
BT 1
EBRTL k_
TIOEY: - Eee
L50EL- = %M L
BIEY —_— B S
PASEL: -
VILET .4
EDBLY ;_
LEDRE - _ —— o [
mﬂm.«.% I ———————_ 112
SOMEL

2400
2200
1 B00:
1500

L0

0.0

0.5

10

15

20

25

T
3.0

35

4.0

T
f1 (ppm)

4.5

T T
55 5.0

6.0

6.5

7.0

8.0 75

8.5

170

3C NMR of compound 9 (126 MHz,CDCls) .



'H NMR of compound 10 (400MHz, CDCls).

=] =] =] o
2 2 2 a2 =2 = a2 a2 a2 a2 = a2 =
=3 E=} =1 =1 =] =3 =1 =1 =1 =] =3 =1 =
-~ — =1 =] =] =3 = =1 = =1 = = —
o = = g 2 = a A g = = = = M
1 1 1 1 1 1 1 1 1 1 1 1

|

]

J

-

—_— —
— — — u.. o
— = q Foe
- - EB6T
— —=== 60

=
—— —m= T o0

| ] = = e
MW —_— I:LHIIHWM 0
J
lnllh

STEL b - == p

ZBEE _
£ute b - 4
T I —
@w_u..v.vﬁ " -
519k

TEee I

BrEEE
fat s :.@\
ELBEG )

915 T~ —a

WIss

125 #
o8
ses s

Frot
oot

Ohde

Hl!u.m

Tsd

T
E—

B G, W _ | .
BEOR'T—" ——— e — e
P~ — ) -
oee0e~"

SLSEL_ -
BLLEC~T \

1
Feet

SETRE~_ —

— [ — .
bR~ g , Ew

2400
2200
2000
1800
1600
1400
1200
1000
Fs0o
600
400
200
o
I-200

-0.5

0.5 0.0
40 30 20

20

3.0 25
0]

70

35

5.5 5.0 4.5 4.0
f1 {ppmn)
OMe
120 10 100 50 80
f1 (ppem)

6.0

130

6.5
140

7.0
160 150

75

80
170

85
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'H NMR of compound 11 (400 MHz, CDCl5).
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'H NMR of compound 12 (400 MHz, CDCls).

NERNE Y Ry 5o
7000
H6500
[ |lr
| | | | 6000
| | ~ i
[ [ |
_ ) ) J 5500
H
el 0 | 5000
= 500
- .
H: ome
Q/ 4000
fdely
Olde 3500
3000
L2500
| 2000
! I |
| F1500
F1000
b | W I
| | Hin 500
| JENY AR
e Jl (A L S (R R L S | N R b k\_u N o — g
b i b s T b, L S e e
5 & g3 g go8sE% B 3 7 2 & 500
T T T T T T T T T T T T T T T T T T T T T T T T T
50 8BS &0 75 20 65 6O 55 50 45 0 35 30 25 20 15 LD 05 00 05
f1 (ppm)
13
C NMR of compound 12 (126 MHz, CDCl,).
2500
H
= a
=, 2000
H: owe
[T =)
[+
F1500
1000
Hs00
Ll lliml l J _J__w.ULﬁ_ |I "‘, L

T T T T T T T T T T T T T T
170 160 150 140 130 120 110 100 50 80
f1 {ppm)



DEPT of the compound 12 (126 MHz, CDCl5)
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3C NMR of compound 13
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