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CO,Me

Methyl 3-[2-(2-phenylethyl)-1,3-dioxolan-2-yl]propanoate (17) <O/O Ph

17
DFILE 12 methyl 3-[2-(2-phenyleth

COMNT 12 methyl 3-[2-(2-phenyleth
DATIM 2016-06-07 21:22:10

OBNUC 1H
EXMOD single_pulse.ex2
OBFRQ 395.88 MHz
OBSET 6.28 KHz
OBFIN 0.87 Hz
POINT 13107
FREQU 5938.15 Hz
SCANS 8
ACQTM 2.2073 sec
o PD 3.0000 sec
i PW1 6.40 usec
. IRNUC 1H
CTEMP 214c
SLVNT CDCL3
EXREF 0.00 ppm
BF 0.12Hz
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DFILE 12 methyl 3-[2-(2-phenyleth
COMNT 12 methyl 3-[2-(2-phenyleth
DATIM 2016-08-16 15:19:55

OBNUC 13C
EXMOD single_pulse_dec
OBFRQ 99.55 MHz
OBSET 5.13 KHz
OBFIN 0.98 Hz
POINT 26214
FREQU 24999.62 Hz
SCANS 54
ACQTM 1.0486 sec
PD 2.0000 sec
PW1 3.33 usec
IRNUC 1H
CTEMP 215¢
SLVNT CDCL3
EXREF 77.00 ppm
BF 1.00 Hz
RGAIN 60
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S3

CO,Me

Ph

Methyl 2-diazo-3-[2-(2-phenylethyl)- 1,3-dioxolan-2-yl|propanoate (13) {
o)
13
DFILE 13-1 methyl 2-diazo-3-[2-(2

COMNT 13 methyl 2-diazo-3-[2-(2-p|
DATIM 2016-06-10 13:32:23

OBNUC 1H
EXMOD single_pulse.ex2
OBFRQ 395.88 MHz
OBSET 6.28 KHz
OBFIN 0.87 Hz
POINT 13107
FREQU 5938.15 Hz
SCANS 8
ACQTM 2.2073 sec
PD 3.0000 sec
PW1 6.40 usec
IRNUC 1H
CTEMP 21.0c
SLVNT CDCL3
EXREF 0.00 ppm
HHW‘\’H UL BF 012 Hz
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DFILE 13 methyl 2-diazo-3-[2-(2-pl
COMNT 13 methyl 2-diazo-3-[2-(2-pl
DATIM  2016-08-20 11:16:14

OBNUC 13C

EXMOD single_pulse_dec
OBFRQ 99.55 MHz
OBSET 5.13 KHz
OBFIN 0.98 Hz
POINT 26214
FREQU 24999.62 Hz
SCANS 54
ACQTM 1.0486 sec
PD 5.0000 sec
PW1 3.33 usec
IRNUC 1H

CTEMP 217¢
SLVNT CDCL3

EXREF 77.00 ppm
BF 2.00 Hz
RGAIN 60
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(7S,8R)-Methyl cis-8-phenyl-1,4-dioxaspiro[4.4]nonane-7-carboxylate (14)
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DFILE
COMNT
DATIM
OBNUC
EXMOD
OBFRQ
OBSET
OBFIN
POINT
FREQU
SCANS
ACQTM

PW1
IRNUC
CTEMP
SLVNT
EXREF

RGAIN
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DFILE
COMNT
DATIM
OBNUC
EXMOD
OBFRQ
OBSET
OBFIN
POINT
FREQU
SCANS
ACQTM

PW1
IRNUC
CTEMP
SLVNT
EXREF

RGAIN

S4

[ : WCO,Me

14

14 (7S, 8R) methyl cis-8-ph
TM03131 pro2, cypentane (
2016-08-22 23:59:49
1H
single_pulse.ex2
500.16 MHz
2.41 KHz
6.01 Hz
13107
7507.39 Hz

8
1.7459 sec
7.0000 sec

6.35 usec

243c¢
C6D6

7.16 ppm

0.12Hz
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14 (7S, 8R) methyl cis-8-ph
14 (7S, 8R) methyl cis-8-ph
2016-06-22 12:32:48
13C
single_pulse_dec
125.77 MHz
7.87 KHz
4.21 Hz
26214
31446.06 Hz
2340
0.8336 sec
2.0000 sec
3.57 usec
1H
227¢
C6D6
128.00 ppm
1.00 Hz
60



(15,35,4R)-methyl 1-(2-phenyethyl)-6,7-dioxabicyclo[2.2.1]heptane-

3-carboxylate (15)
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DFILE
COMNT
DATIM
OBNUC
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OBFRQ
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POINT
FREQU
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DFILE
COMNT
DATIM
OBNUC
EXMOD
OBFRQ
OBSET
OBFIN
POINT
FREQU
SCANS
ACQTM

PW1
IRNUC
CTEMP
SLVNT
EXREF

RGAIN
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Ph N

15

15 (1S, 38, 4R)-methyl 1-(2
15 (1S, 38, 4R)-methyl 1-(2
2016-09-02 09:23:51
1H
1H.ex2
391.78 MHz
8.51 KHz
3.34 Hz
16384
7352.94 Hz

8
2.2282 sec
3.0000 sec

5.80 usec

19.2¢
C6D6

7.16 ppm

0.12Hz
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15 (1S, 3S, 4R)-methyl 1-(2
15 (1S, 3S, 4R)-methyl 1-(2
2016-09-06 07:24:08
13C
single_pulse_dec
99.55 MHz
5.13 KHz
0.98 Hz
32768
31250.00 Hz
12705
1.0486 sec
2.0000 sec
3.33 usec
1H
219¢
C6D6
128.00 ppm
1.00 Hz
60



[(1S,3R,4R)-1-(2-phenylethyl)-6,7-dioxa-bicyclo[2.2.1]heptan-3-yl] 5,

methanol
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DFILE 17-1[(1S,3R 4R)-1-(2-phen
COMNT  17-1[(1S,3R 4R)-1-(2-phen
DATIM 2016-08-24 19:20:10
OBNUC 1H
EXMOD single_pulse.ex2
=TT TENT OBFRQ 500.16 MHz
EREE N Eieiets OBSET 2.41 KHz
OBFIN 6.01 Hz
‘ ‘ ‘ \\// POINT 13107
o FREQU 7507.39 Hz
- . . SCANS 8
“ P ACQTM 1.7459 sec
A VM PD 7.0000 sec
PW1 6.35 usec
IRNUC
CTEMP 4237¢
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DFILE 17-1 [(1S,3R,4R)-1-(2-phen
COMNT  17-1 [(1S,3R 4R)-1-(2-phen
DATIM 2016-08-24 19:35:44
OBNUC 13C
EXMOD single_pulse_dec
OBFRQ 125.77 MHz
OBSET 7.87 KHz
OBFIN 4.21 Hz
POINT 26214
FREQU 31446.06 Hz
SCANS 199
ACQTM 0.8336 sec
PD 2.0000 sec
PW1 3.57 usec
IRNUC 1H
CTEMP 387.8¢c
SLVNT C6D6
EXREF 128.00 ppm
BF 2.00 Hz
RGAIN 60
" I " ™ . " m ‘
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Br
[(15,3R,4R)-1-(2-phenylethyl)-6,7-dioxa-bicyclo[2.2.1]heptan- t/@ o>/ O
(0]
3-yljmethyl 4-bromobenzoate (20) 20
DFILE 17 [(1S,3R,4R)-1-(2-phenyl

COMNT 17 [(1S,3R4R)-1-(2-phenyl
DATIM  2016-09-01 19:47:54

OBNUC 1H

EXMOD single_pulse.ex2
OBFRQ 395.88 MHz
OBSET 6.28 KHz
OBFIN 0.87 Hz
POINT 16384
FREQU 7422.80 Hz
SCANS 8
ACQTM 2.2073 sec
PD 7.0000 sec
PW1 6.40 usec
IRNUC 1H

CTEMP 21.7¢
SLVNT C6D6

EXREF 7.16 ppm
BF 1.00 Hz
RGAIN 38
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DFILE TMO3133 pro BicycPhEt p-t
COMNT  TMO3133 pro BicycPhEt p-t
DATIM 2016-08-25 16:42:07
OBNUC 13C
EXMOD single_pulse_dec
OBFRQ 125.77 MHz
OBSET 7.87 KHz
OBFIN 4.21 Hz
POINT 26214
FREQU 31446.06 Hz
SCANS 240
ACQTM 0.8336 sec
PD 2.0000 sec
PW1 3.57 usec
IRNUC 1H
CTEMP 235¢
SLVNT C6D6
EXREF 128.00 ppm
BF 2.00 Hz
RGAIN 60
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Methyl
7-carboxylate (18)

DFILE
COMNT
DATIM
OBNUC
EXMOD
OBFRQ
OBSET
OBFIN
POINT
FREQU
SCANS
ACQTM
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CTEMP
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COMNT
DATIM
OBNUC
EXMOD
OBFRQ
OBSET
OBFIN
POINT
FREQU
SCANS
ACQTM

PW1
IRNUC
CTEMP
SLVNT
EXREF
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(7R,8R)-trans-8-phenyl-1,4-dioxaspiro[4.4|nonane- [o><jjph
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18 (7R, 8R) methyl trans-8-
18 (7S, 8R) methyl trans-8-
2016-09-06 14:08:17
1H
single_pulse.ex2
395.88 MHz
6.28 KHz
0.87 Hz
13107
5938.15 Hz

8
2.2073 sec
3.0000 sec

6.40 usec

21.7¢
CDCL3

7.26 ppm
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TMO03138-3 pro Cypentame
TMO0313 pro Cypentame isc
2016-09-08 11:41:07
13C
single_pulse_dec
98.52 MHz
4.64 KHz
8.74 Hz
26214
24630.17 Hz
553
1.0643 sec
2.0000 sec
2.83 usec

243c
CDCL3
77.00 ppm
2.00 Hz
60



S9

Methyl 2-diazo-3-(2-methyl-1,3-dioxolan-2-yl)propanoate (21a) I\/le>(o\n/COZMe
-/

O Ny
21a

DFILE 13-2 methyl 2-diazo-3-(2-m:
COMNT 13-2 methyl 2-diazo-3-(2-m:
DATIM 2016-08-12 22:12:27

3 OBNUC  1H
< o - EXMOD single_pulse.ex2
g 3 OBFRQ 500.16 MHz
« o @ OBSET 2.41 KHz
8 OBFIN 6.01 Hz
o POINT 13107
FREQU 7507.39 Hz
SCANS 8
" ACQTM 1.7459 sec
PD 3.0000 sec
PW1 6.35 usec
i IRNUC 1H
CTEMP 227¢c
SLVNT CDCL3
TITTTTTTTTTTT EXREF 0.00 ppm
2o 3o BF 0.12 Hz
RGAIN 50
.
PPM
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DFILE 13-2 methyl 2-diazo-3-(2-m:
COMNT 13-2 methyl 2-diazo-3-(2-m:
DATIM 2016-08-12 22:31:37
OBNUC 13C
EXMOD single_pulse_dec
OBFRQ 125.77 MHz
OBSET 7.87 KHz
OBFIN 4.21Hz
POINT 26214
FREQU 31446.06 Hz
SCANS 128
ACQTM 0.8336 sec
PD 5.0000 sec
PW1 3.57 usec
IRNUC 1H
CTEMP 235¢
SLVNT CDCL3
EXREF 77.00 ppm
BF 5.00 Hz
RGAIN 60
N - J Moo
PPM
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Methyl 3-(2-ethyl-1,3-dioxolan-2-yl)propanoate
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COMNT
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FREQU
SCANS
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DFILE
COMNT
DATIM
OBNUC
EXMOD
OBFRQ
OBSET
OBFIN
POINT
FREQU
SCANS
ACQTM

PW1
IRNUC
CTEMP
SLVNT
EXREF

RGAIN

180.0 170.0

173.186
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150.0 140.0
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110.0

110.339

100.0

90.0
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Et CO,Me
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12-3 methyl 3-(2-ethyl-1,3-c
12-3 methyl 3-(2-ethyl-1,3-c
2016-08-31 00:37:21
1H
single_pulse.ex2
395.88 MHz
6.28 KHz
0.87 Hz
13107
5938.15 Hz

8
2.2073 sec
3.0000 sec

6.40 usec

21.6¢
CDCL3

7.26 ppm

0.12Hz
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12-3 methyl 3-(2-ethyl-1,3-c
12-3 methyl 3-(2-ethyl-1,3-c
2016-08-31 00:43:11
13C
single_pulse_dec
99.55 MHz
5.13 KHz
0.98 Hz
26214
24999.62 Hz
18
1.0486 sec
2.0000 sec
3.33 usec
1H
21.7¢
CDCL3
77.00 ppm
0.12Hz
60



S11

Methyl 2-diazo-3-(2-ethyl-1,3-dioxolan-2-yl)propanoate (21b) /N

DFILE 13-3 methyl 2-diazo-3-(2-et
COMNT 13-3 methyl 2-diazo-3-(2-et
DATIM 2016-08-12 20:37:11

OBNUC 1H
EXMOD single_pulse.ex2
OBFRQ 500.16 MHz
OBSET 2.41 KHz
OBFIN 6.01 Hz
S POINT 13107
9 FREQU 7507.39 Hz
3 SCANS 8
ACQTM 1.7459 sec
PD 3.0000 sec
PW1 6.35 usec
g =3 IRNUC 1H
3 3 CTEMP 248.7¢
@ @ SLVNT ~ CDCL3
EXREF 7.26 ppm
TITTITTT [P BF 0.12 Hz
150 o RGAIN 48
) -
8 8
o~ o~
A {
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DFILE 13-3 methyl 2-diazo-3-(2-etl
COMNT 13-3 methyl 2-diazo-3-(2-etl
DATIM 2016-08-12 20:56:33
OBNUC 13C
EXMOD single_pulse_dec
OBFRQ 125.77 MHz
OBSET 7.87 KHz
OBFIN 4.21Hz
POINT 26214
FREQU 31446.06 Hz
SCANS 131
ACQTM 0.8336 sec
PD 5.0000 sec
PW1 3.57 usec
IRNUC 1H
CTEMP 238¢c
SLVNT CDCL3
EXREF 77.00 ppm
BF 2.00 Hz
RGAIN 60
A
PPM
180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 SOAO‘\ 70.0 ‘ 60.0 /5\00 40.0 3;\0 20.0 100‘
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S12

(15*,35%,4R*)-methyl 1-methyl-6,7-dioxabicyclo[2.2.1]heptane-3-carboxylate (22a)

. . . . . . CO.Me

(contaminated with an unidentified impurity) :
(@]

22a

DFILE 20a.als
COMNT TMO03134A cru C-H MeC(et

DATIM 2016-08-26 16:55:49
OBNUC
EXMOD single_pulse.ex2
OBFRQ 395.88 MHz
OBSET 6.28 KHz
OBFIN 0.87 Hz
POINT 13107
FREQU 5938.15 Hz
SCANS 8
ACQTM 2.2073 sec
PD 3.0000 sec
PW1 6.40 usec
IRNUC 1H
CTEMP 220c¢c
SLVNT ACETN
A rrr"rrrrr T g?REF g?ga;;m
3.20 | [2.20 1.90 RGAIN 40
g g
o )|
ol
2
9 NI o |=
3 gl § 3138
rrTTT l i -\
3170 E
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[(1S*,3R*,4R*)-1-methyl-6,7-dioxabicyclo[2.2.1]heptan-3-yljmethanol

(23a)

DFILE
COMNT
DATIM
OBNUC

1.293

— 110004
110
3.001

-
= 1
1565
1.000
1.000

—_ 1.000
1003

— 1,003~
—

—

. 1.004

TTTTTTTTTT
4.5

=

TTTTI) T[T
3.90 3.80 3.

TT[TITTITTITIIT (T[T [T
2.40 |{.80 1.30

bw L_M____

7.0

4.653
4.645
4.637
3.922
3.908
3.766
3.754
3.744
3.733
3.600
3.585
3.573
3.564
3.542
3.449
3.445
3.441
3.438
3.434
3.430
3.427
3.423
2.822
2.789
2.487
2.484
2474
2.464
2.461
2.453
2.444
2.442
2.435
2432
2425
2.421
2.412
2.409
2.048
2.045
2.040
2.035
2.031
1.781
1.758
1.734
1.457
1.328
1.316
1.304
1.293

EXMOD
OBFRQ
OBSET
OBFIN

POINT

FREQU
SCANS
ACQTM

PW1

RNUC

CTEMP
SLVNT
EXREF

RGAIN

DFILE
COMNT
DATIM
OBNUC
EXMOD
OBFRQ
OBSET
OBFIN
POINT
FREQU
SCANS
ACQTM

PW1
IRNUC
CTEMP
SLVNT
EXREF

RGAIN

it s

PPM

220.0 210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0

206.221

A

65.893 ——
62927 ——

YTYITRWOONON©
ONDVOVOYTDY ™
HBON-NDO T N D
NOO0OPDD B DD
TITOOONNNNN —

109.083 —¢
79.552 ——

S13

21a [(1S,3R 4R)-1-methyl-€
21a [(1S,3R 4R)-1-methyl-€
2016-08-28 19:55:34
1H
single_pulse.ex2
500.16 MHz
2.41 KHz
6.01 Hz
13107
7507.39 Hz

8
1.7459 sec
3.0000 sec

6.35 usec

229¢
ACETN
2.04 ppm
0.12Hz
50

21a [(1S,3R 4R)-1-methyl-€
21a [(1S,3R 4R)-1-methyl-€
2016-08-19 21:12:06
13C
single_pulse_dec
125.77 MHz
7.87 KHz
4.21 Hz
26214
31446.06 Hz
283
0.8336 sec
2.0000 sec
3.57 usec
1H
2774 ¢
ACETN
29.80 ppm
2.00 Hz
60



S14

[(1S*,3R*,4R*)-1-methyl-6,7-dioxa-bicyclo[2.2.1]heptan-3-yl|methyl

benzoate

DFILE 21a-1 [(1S,3R 4R)-1-methy|
COMNT  21a-1 [(1S,3R 4R)-1-methy
DATIM  2016-08-29 19:41:48

OBNUC  1H
E = EXMOD 1H.ex2
e OBFRQ 391.78 MHz
B OBSET 8.51 KHz
[ 1] OBFIN 334 Hz
POINT 13107
. . o o i : L FREQU 5882.26 Hz
o . IR SCANS 8
dh I ACQTM 2.2282 sec
PD 7.0000 sec
PW1 5.80 usec
IRNUC 1H
CTEMP 19.0¢c
HH‘L“J‘HJ:HHM \L\‘JQ\HHH HHHH]\»‘ \»L\JH\HL\»,\J \HHHHA SLVNT ACETN
e 9 EXREF 2.05 ppm
. . g BF 0.12 Hz
S S RGAIN 44
& 8 s 83 8 8 8 S 8
[ 3[ 222 2 2 2 2 2
M (S
PPM
\HH‘HHHH\‘H\HHH‘\HHHH‘HHH\H‘H\HHH‘\HHHH‘\HHHH‘HHH\H‘\
8.0 7.0 6.0 5.0 4

DFILE 21a-1 [(1S,3R,4R)-1-methyl
COMNT  21a-1[(1S,3R 4R)-1-methyl
DATIM  2016-08-29 19:40:35

OBNUC 13C
EXMOD single_pulse_dec
OBFRQ 99.55 MHz
OBSET 5.13 KHz
OBFIN 0.98 Hz
POINT 26214
FREQU 24999.62 Hz
SCANS 84
ACQTM 1.0486 sec
PD 2.0000 sec
PW1 3.33 usec
IRNUC 1H
CTEMP 218¢c
SLVNT ACETN
EXREF 29.80 ppm
BF 2.00 Hz
RGAIN 58

| | |

PPM
180.0 170.0‘ 160.0 150.0 140.0/13\0.0 120.0 110‘.0 100.0 90.0 80‘0 70,0/\ 60.0 50.0 40%%.? 10.0
) cwoao =) -
© C0od S R 88 SSS3AARRRE



S15

(15%,35*,4R*)-methyl 1-ethyl-6,7-dioxabicyclo[2.2.1]heptane-3-carboxylate d e
Et
(22b) (contaminated with an unidentified impurity) 0>
22b

T
3.50 3.20

DFILE 20b.als
COMNT 20b
DATIM 2016-08-26 17:01:41
OBNUC 1H
EXMOD single_pulse.ex2
OBFRQ 395.88 MHz
OBSET 6.28 KHz
OBFIN 0.87 Hz
POINT 13107
FREQU 5938.15 Hz
SCANS 8
ACQTM 2.2073 sec
PD 3.0000 sec
PW1 6.40 usec
IRNUC 1H
CTEMP 219¢c
SLVNT ACETN
EXREF 2.04 ppm
BF 0.12 Hz
RGAIN 40

g

1.178.

1
1.002> 2817

1.004

e 1.003
L,

P T [T T T T[T T T T[T TrTT
8.l 7.0

o

PPM
‘ TTTTTTTTT ‘ TTTTTTTTT ‘ TTTTTTTTT ‘ TTTTTTTTT ‘ TTTTTTTTT ‘ 1
2, 1.0 0.0



— 3.474
— 3.455

.30

TTTTTTTT
20

1.000

1.004
1.002
1.002

3.004

1.002

DFILE
COMNT
DATIM
OBNUC
EXMOD
OBFRQ
OBSET
OBFIN
POINT
FREQU
SCANS
ACQTM

3.004

PW1
IRNUC
CTEMP
SLVNT
EXREF

RGAIN

M

4.545
4.536
4.528
3.831

3.817

3.649
3.476
3.455
3.319

3.316
3.312
3.308
3.305

3.302
3.298
3.295
2.712

2.680
2317
2.304
2.294
1.933
1.928
1.925
1.920
1.916
1.706
1.691
1.677
1.671

PPl
\HH‘HHHH\‘\H\HH\‘H\HHH‘H\\H\H‘\\HHH\‘H\H\H\‘\HHHH‘\\H\\H\
8.0 7.0 6.0 5.0 40

1.662
1.647
1.624
1.167
1.157
1.144
1.133
0.858

0.0

0.843
0.828

DFILE
COMNT
DATIM
OBNUC
EXMOD
OBFRQ
OBSET
OBFIN
POINT
FREQU
SCANS
ACQTM

PW1
IRNUC
CTEMP
SLVNT
EXREF

RGAIN

" "

J

PPM

210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0.0

206.212 ——

111.434

79.282 ——
65.860 ———
62,996 ——
43.557

38.863
30.384
30.183
29.992
29.800
29.599

~ o=
595 g
sae 2
aNN ®

S16

~—OH

[(15*,3R* ,4R*)-1-ethyl-6,7-dioxabicyclo[2.2.1]heptan-3-yljmethanol (23b) Et@

23b

21b [(1S,3R 4R)-1-ethyl-6,7
21b [(1S,3R 4R)-1-ethyl-6,7
2016-08-29 00:49:12
1H
single_pulse.ex2
500.16 MHz
2.41 KHz
6.01 Hz
13107
7507.39 Hz

8
1.7459 sec
3.0000 sec

6.35 usec

228¢
ACETN

0.00 ppm

0.12Hz

48

21b [(1S,3R 4R)-1-ethyl-6,7
21b [(1S,3R 4R)-1-ethyl-6,7
2016-08-20 15:24:58
13C
single_pulse_dec
99.55 MHz
5.13 KHz
0.98 Hz
26214
24999.62 Hz
501
1.0486 sec
2.0000 sec
3.33 usec
1H
216¢
ACETN
29.80 ppm
2.00 Hz
60



S17

[(15*,3R* 4R*)-1-ethyl-6,7-dioxabicyclo[2.2.1]heptan-3-yljmethyl OB

Et
benzoate @

DFILE 21b-1 [(1S,3R 4R)-1-ethyl-€

COMNT  21b-1[(1S,3R,4R)-1-ethyl-€
DATIM 2016-08-29 19:33:49
OBNUC  1H
EXMOD 1H.ex2
OBFRQ 391.78 MHz
OBSET 8.51 KHz
OBFIN 3.34 Hz
POINT 13107
FREQU 5882.26 Hz
SCANS 8
ACQTM 2.2282 sec
‘HHHH TTTTTTTTTTTT| [FTTTTTITTTTT| [TTTTTTT]TT H\HHH‘HH ‘HH\HH‘HH\HH TTTTTTT oo | [TTTTTITTTTT PD 7.0000 sec
4.40 s.10 3.50 270|200 1.50 1.50 1.00 PW1 5.80 usec

IRNUC 1H
CTEMP 19.1¢
SLVNT  ACETN
EXREF 2.05 ppm
BF 0.12 Hz
RGAIN 44

q

g

d

o <= o o = < @
o (=3 =3 o
1 1
A W

AN e

OOV OOOOTVVWAVTOONMERNNONIINDNTTOTOLNNOOVINOTIAIVLUVWLANNITILNODNDO =

TNOSTANND—DTONDOUWOMONNTINEOTOONNTT T —ODATOONNTOODLLUTODOLANDINLNDTN—ONO®

SOOIV ROLVBVDNNONSOWBVBLOHOHIONNNNNNROSOOORRRVBRVVVNIOSS

CONNNNNNITIIIITIIITIIITOOOomooosoaaadddaddddddNN NS s -0
DFILE 21b-1 [(18,3R 4R)-1-ethyl-€
COMNT  21b-1 [(1S,3R 4R)-1-ethyl-€
DATIM 2016-08-29 19:50:39
OBNUC 13C
EXMOD single_pulse_dec
OBFRQ 99.55 MHz
OBSET 5.13 KHz
OBFIN 0.98 Hz
POINT 26214
FREQU 24999.62 Hz
SCANS 73
ACQTM 1.0486 sec
PD 2.0000 sec
PW1 3.33 usec
IRNUC 1H
CTEMP 218¢c
SLVNT ACETN
EXREF 29.80 ppm
BF 2.00 Hz
RGAIN 60

s ik i vt A W it ) P I by o

PPM
180.0 170.0‘ 160.0 150.0 140.0/13\0.0 120.0 1‘10.0 100.0 90.0 80.‘0 70.0/\ 60.0 50.0 /4?0 30.0 ‘i)‘ 10.0
I owND © - -
© C0od = R 88 IBIIIAIKAE =



