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1-(Cyclohex-1-enyl)-2,2-dimethyl-6-(trimethylsilyl Jhex-5-yn-1-0l (3)

I. '"H and *C NMR Spectra
'"H NMR (500 MHz, CDCl;)

120 OH TMS
Bxp post column \\

Sample Name:
ES012016A
Data Collected on:
DD2-500-vnmrs500 3
Archive dirxectory:
/home/tvolab/ ys/data/ 4 tve
Sample directory:
ES012016A_20160120 01
ridrile: PROTON_O1

Pulse Sequence: PROTON (s2pul)
Solvent: cdcll
Data collected on: Jan 20 2016

Temp, 22.0 C / 295.1 K
Sample #8, Operator: students_tvo

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 2.045 sec

Widcth 8012.8 Hz

8 repetitions

OBEERVE H1, 499.7889539 Mz
DATA PROCESSING

PT pize 32768

Total time 0 min 24 sec
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13C NMR (126 MHz, CDCL)

Exp 120 post columm

Sample Name:
BS012016A
Data Collected on:
DD2-500-vomrg500
Axchive directory:
/home/tvolab/vimrsys/data/students_tvo
Sample directory:
ES012016A_20160120_01
Fidrile: CARBON_01

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Jan 20 2016

Temp. 22.0 ¢ / 295.1 K
Sample #8, Operator: students_tvo

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acqg. time 1.049 sec

width 31250.0 Hz

256 repetitions
OBSERVE C13, 125.6720310 Myz
DECOUPLE H1, 499.7914486 MHz
Power 45 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 0.5 Hz
FT pize 65536
Total time 8 min 44 sec
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1-(6,6-Dimethylcyclohex-1-enyl)-2,2-dimethylhex-S-yn-1-ol (4)

'H NMR (500 MHz, CDCl;)

BXp 129 hivac

Sample Name:
RS021216A
Data Collected on:
DD2-500-vomrsS00
Archive directoxry:
/home/tvolab/vamrsys/data/students_tvo
Sample directory:
28021216A_20160212 01
ridrile: PROTON 01

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Feb 12 2016

Tenmp. 22.0 C / 295.1 X
Sample #3, Operator: students_tvo

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acg. time 2.045 sec

Width 8012.8 Hz

8 repetitions

OBSERVE H1, 499.7889538 MH:z
DATA PROCESSING

FT size 32768

Total time 0 min 24 sec
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13C NMR (126 MHz, CDCL)

Exp 129 hivac

Sample Name:
ES021216A
Data Collected on:
DD2-500-vamrs500
Archive directory:
/home/tvolab/

ys/data/stud
Sample directory:

BS021216A_20160212 02
FidPile: CARBON 01

Pulse Sequence: CARBON (s2pul)
Solvent: cdcll
Data collected on: Feb 12 2016

Tenp. 22.0 C / 295.1 K
Sample #3, Operator: students_tvo

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acqg. time 1.049 sec

Width 31250.0 EHz

512 repetitions

OBSERVE (13, 125.6720323 Muz
DECOUPLE H1, 499.7914486 MHz
Power 45 4B

continuocusly on

WALTZ-16 modulated

FT size 65536 -
Total time 17 min a
®
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9,9-Dimethyl-1,3,4,4a,5,7,8,9-octahydrobenzo/8 Jannulen-6(2H)-one (S)

'H NMR (500 MHz, CDCl;)

Sample Name:
tvold224a

Data Collected on:
DD2-500~vnmrsS00

Archive directory:
/home/tvolab/vamrsys/data/tvolab

Sample dAirectory:;
tvo0224a_20200224_01

Fidrile: PROTON 01

Pulse Sequence: FROTON (s2pul)
Solvent: cdcl3
Data collected on: Feb 24 2020

Temp. 22.0 C / 295.1 K
Sample #1, Operator: tvolab

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acg. time 2.045 sec

wWidth 8012.8 Hz

8 repetitions

OBSERVE H1, 499.7889538 MHz
DATA PROCESSING

FT size 32768

Total time 0 min 24 sec
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13C NMR (126 MHz, CDCL)

Sample Name:
tvo0224b

Data Collected on:
DD2-500-vamrgS00

Archive directory:
/home/tvolab/vomrays/data/tvolab

Sample directory:
tvo0224b_20200224_01

Fidrile: CARBON 01

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected om: Feb 24 2020

Temp. 22.0 C / 295.1 K
Sample #1, Operator: tvolab

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 1.049 sec

width 31250.0 Hz

512 repetitions
OBSERVE C13, 125.6720323 MHz
DECOUPLE H1, 499.7914486 MHz
Power 45 4B

continuously on

WALTZ~16 modulated
DATA PROCESSING

Line broadening 0.5 Hz
PT size 65536
Total time 17 min
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1-(6,6-Dimethylcyclohex-1-enyl)-2,2-dimethyl-6-(trimethylsilyl Jhex-5-yn-1-ol (S1)

'H NMR (500 MHz, CDCl;)

Exp 128 crude

Sample MName:
ES020916C

Data Collected on:
DD2-500-vnmrs500

Archive directory:

/home/tvolab/ s/data/ d

Sample directory:
B8020516C_20160209 01
Fidrile: PROTON_01

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Feb 9 2016

Temp. 22.0 C / 295,1 K
Sample #4, Operator: students_tvo

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acg. time 2.045 sec

width 8012.9 Hz

8 repetitiong

OBSERVE H1, 499.7889534 Mz
DATA PROCESSING

FT size 32768

Total time 0 min 24 sec
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13C NMR (126 MHz, CDCL)

OH

Exp 128 crude

Sample Name: MWA
B5020916C
Data Collected on:
DD2-500-~vamraS00
Archive directory:
/bome/tvolab/vimrsys/data/students_tvo
Sample directory:
BS5020916C_20160209_01
FidFile: CARBON 01

Pulse Sequence: CARBON (s2pul)
Bolvent: cdcl3
Data collected on: Feb 9 2016

Temp. 22.0 C / 295.1 K
Sample #4, Operator: students_tvo

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acg. time 1,049 sec
width 31250.0 Hz

512 repetitions
OBSERVE <C13, 125.6720323 MHz
DECOUPLE H1, 499.7914486 MHz
Power 45 4B
continucusly on
WALTZ-16 modulated
DATA PROCESSING

Line broadening 0.5 Hz
FT size 65536

Total time 17 min
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1-(6,6-Dimethylcyclohex-1-en-1-yl)-2,2-dimethylhex-5-yn-1-ol (6)

'H NMR (500 MHz, CDCl;)

Exp 130 pure

Sample Hame: O_l_
RS041416A

Data Collected on:
DD2-500-vemxra500

Archive directory:
/home/tvolab/vanrsys/data/students_tvo

Sample directory: 0
BS041416A_20160414 01

ridrile: PROTON_01

AN

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Apr 14 2016

Temp. 22.0 C / 295.1 X 4 /
Sample #7, Operxator: students tvo ._

Relax. delay 1.000 sec ]
Pulse 45.0 degrees {
Acq. time 2.045 sec ;
Widch 8012.8 Hz

8 repetitions /
OBSERVE  H1, 499.7889541 MHz f
DATA PROCESSING

T size 32768

Total time 0 min 24 sec
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13C NMR (126 MHz, CDCL)

OH

AN

Exp 130 pure

Saxple Name:
RS041416A

Data Collected on: 6
PP2-500-vomxa500

Axrchive directory:

Acqg. time 1.049 sec

Width 31250.0 Hz

512 repetitions

OBSERVE C13, 125.6720317 MHz

DECOUPLE H1, 499.7914486 MHz

Power 45 4B

continuously on

WALYZ-16 modulated 7

m @ o i
/hame/tvolab/vomrsys/data/students_tvo H M M -5: H
Sample directory: ~me oﬂtnu&nnim
ES041416A_20160414_01 L B " Tas 2 :
| Ve - L%
Fidrile: CARBON_01 5T - x u a9
L)
Pulse Sequence: CARBON (s2pul) [
Solvent: cdcl3 {
Data collected on: Apr 14 2016 |
5 o
Temp, 22,0 C / 295.1 K © >3 o
Sample #7, Operator: students tvo m N = o
0 . ®
Relax. delay 1.000 sec 9 -
Pulse 45.0 degreess

13.767

DATA PROCBSSING 2

Line broadening 0.5 BE
FT size 65536 m
Total time 17 min

85.631
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1,1,9,9-Tetramethyl-1,3,4,4a,5,7,8,9-octahydrobenzo/8 Jannulen-6(2H)-one (7)

'H NMR (500 MHz, CDCl;)

Exp 132 pure

Sample Name:
E5022916A

Data Collected on:
DD2~500-vonrsS00

Archive directory: o
/home /tvolab/ ys/data/stud 8_tvo

Sample directory: N
B5022916A_20160229 01

Fidrile: PROTON_01

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Feb 29 2016

Temp. 22,0 C / 295.1 K
Sample #10, Operator: students tvo

Relax. delay 1.000 aec
Pulse 45.0 degrees

Acqg. time 2.045 sec

width 8012.8 Hz

B8 repetitions
OBSERVE H1, 499.7889538 MHz
DATA PROCESSING
¥T size 32768
Total time 0 min 24 sec
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13C NMR (126 MHz, CDCL)

Exp 132 pure

Sample Name:

ES8022916A
Data Collected on:
DD2-500-vounxrs500
Archive directory:
/home/tvolab/vimrsys/data/students_tvo O “ H M ﬂ ” w “ M u
© O Y Mmein ®©
Sample directory: N PORCERCER B S
BS022916A_20160229_01 v e nnm

=== S

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3 " S
Data collected on: Feb 29 2016

29.102

129.906
.187

\—17

Sample #10, Operator: students tvo

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acqg. time 1.049 sec
Width 31250.0 Hz
256 repetitions
OBSERVE C13, 125,6720338 MHz
DECOUPLE H1l, 499.7914466 MHz
Power 45 dAB
continucusly on
WALTZ-16 modulated
DATA PROCESSING
Line vno.'slubn 0.5 Bz
FT pize 65596
Total time § min 44 sec
~

Texp. 22.0 C / 295.1 K V
|
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1-(1-Cyclopentenyl)-2,2-dimethyl-4-hexyn-1-0l (S2)

'H NMR (500 MHz, CDCl;)

OH

Sanple Name:

X
vi0126a ;
Data Collected on:

DD2-500-vnmrs500 mN

Archive directory:
/home/tvolab/

Sample directory:
vi0126A_20150126_01

Fidrile: PROTON 01

ys/data/students tvo

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Jan 26 2015

Texp. 25.0 ¢ / 298.1 K
Sample #3, Operator: students_tvo

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acqg. time 2.045 sec

width 8012.8 Hz

8 repetitions

OBSERVE H1l, 499.7889539 MHz
DATA PROCESSING

PT size 32768

Total time 0 min 24 sec
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13C NMR (126 MHz, CDCL)

Sample Name:
vi0126A

Data Collected on:
DD2-500-vomrs500

Archive directory:

OH

s

/home/tvolab/vomrsys/data/students _tvo

sample directory:
vi0126A_20150126_01
Pidrile: CARBOM 01

Pulse Sequence: CARBOM (s2pul)
Solvent: cdcl3

Data collected on: Jan 26 2015

Texp. 25.0 C / 298.1 K

Sample #3, Operator: students_tvo

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acqg. time 1.049 sec

width 31250.0 Hz

256 repetitions

OBSERVE C13, 125.6720306 ME:z
DECOUPLE K1, 499,7914486 MHz
Power 45 4B

continucusly on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

¥T size 65536

Total time 8 min 44 sec
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1-(1-Cyclopentenyl)-2,2-dimethyl-5-hexyn-1-0l (8)

'H NMR (500 MHz, CDCl;)

OH

Pure Zipper Product

Sample Name:
vi0206D
Data Collected on:
DD2<«500-vnmraS500
Archive Qirectory:
/home/tvolab/vomrsys/data/students_tvo
Sample directory:
vi0206D_20150206_01
Pidrile: PROTON_O1

\;\

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Feb 6 2015

Temp. 25.0 ¢ / 298.1 x
Sample #10, Operator: students_tvo

Relax. delay 1.000 gec
Pulse 45.0 degrees

Acqg. time 2.045 sec

width 8012.8 Hz

8 repetitions

OBSERVE H1, 455.7889535 MHz
DATA PROCESSING

FT size 32768

Total time 0 min 24 sec
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13C NMR (126 MHz, CDCL)

OH

Pure Zipper Product

Sample Name:
vi0206D
Data Collected on: m

DD2-500-vomrsS00
Archive directory:

3

Relax, delay 1.000 sec
Pulse 45.0 degrees

/home/tvolab/vimrsys/data/students tvo m‘m m m
Sample directory: K 77 ° -
vi0206D_20150206_01 Lol >l “ o
Fidrile: CARBON_OL L ‘ el
® & 9
M @ =4
Pulse Sequence: CARBON (s2pul) _ r e
Solvent: cdcl3 T T
Data cecllected on: Feb 6 2015 {
Temp. 25.0 ¢ / 288.1 x a
Sample #10, Operator: students tvo N m
£
(

13.567

Acq. time 1.049 sec
width 31250.0 Hz
256 repetitiong
OBSERVE C13, 125.6720311 MH:z
DECOUPLE H1, 499.7914486 MHz
Power 45 4B
continuously on
WALTZ-16 modulated
DATA PROCESSING

Line broadening 0.5 Hz
FT size 65536

Total time 8 min &4 sec

138,949

~—-31.961

-67.825

85,499

~-~145.563
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8,8-Dimethyl-1,2,3,3a,4,6,7,8-octahydro-SH-cyclopenta/8 Jannulen-5S-one (9)

'H NMR (500 MHz, CDCl;)

Sample Name:
tvo0805¢c

Data Collected on:
DD2-500-vamrs500

Archive directory:
/home/tvolab/vomrsys/data/tvolab

Saxple directoxy:
tvo0805c_20150805 01

Fidrile: PROTON_01

Pulse Sequence: PROTON (s2pul)
Solvent : cdel3
Data collected on: Aug 5 2015

Tenp. 25.0 € / 298.1 K
Sample #1, Operator: tvolab

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acqg. time 2.045 sec

width 8012.8 Hz

8 repetitions

OBSERVE Bl, 499.7889541 MEHz
DATA PROCESBING

FT size 32768

Total time 0 min 24 sec
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13C NMR (126 MHz, CDCL)

Sample Name:
tvo0805d4

Data Collected on:
DD2~-500-vomra500

Archive directory: (@) S S
/bome/tvolab/vamrsys/data/tvolab 0 n ” N “ ..l. n M ﬂ N
Sample directory: ~ © © o ¥~ n e wo o
tvo08054_20150805 01 ~ o~ -0 ﬂ m ™™ -,: ™m Mo
7idrile: CARBON_01 Sae u._ -
S enmoe §
| ™
Pulse Sequence: CAREBON (sipul) ,, . L

Solvent: cdcl3 B
Data collected on: Aug 5 2015

Temp. 25.0 C / 298.1 K
Sanmple #1, Operator: tvolab 7 —

129.838

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acqg. time 1.049 sec

width 31250.0 Hz

256 repetitions

OBSERVE C13, 125.6720322 »Ez
DECOUPLE H1, 499.7914486 MHz
Power 45 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

PT size 65536

Total time 8 min 44 sec

142.511

212.432

, .. |
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OH Ph

CDC13 treated with K2C03 \\
Sanmple Name:

EMT-I~05
Data Collected on:

DD2~-500 -vomxs 500

Archive directory: ._ Q
/home/tvolab/vomrays/data/tvolab

Sample directory:
EMT-I-05_20160610_01

Fidrile: PROTON_O1

Pulse Sequence: PROTON (s2pul)
Bolvent: cdcl3
Data collected om: Jun 10 2016

Temp., 22.0 C / 295.1 K
Sample #1, Operator: tvolab

Relax. delay 1.000 sec
Pulge 45.0 degrees
Acqg. time 2.045 sec
wWidth 8012.8 Hz
8 repetitions
OBSERVE H1, 49p.7889536 MHx
DATA PROCESSING
¥T size 32768
Total time 0 min| 24 sec

\ [

1-(1-Cyclopentenyl)-2,2-dimethyl-6-phenyl-S-hexyn-1-0l (10)

'H NMR (500 MHz, CDCl;)
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13C NMR (126 MHz, CDCL)

OH

CDC13 treated with X2C03

Sample Name:
EMT-I-05

Data Collected oni
DD2-500-vomxsS00

Archive directory:
/home/tvolab/vimrasys/data/tvolab

Bample directory:
EMT-I-05_20160610_01

¥idrile: CARBON_01

128,164

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Jun 10 2016

-131.472
,128.543

/

Temp. 22.0 ¢ / 295.1 K
Sample #1, Operator: tvolab

”Ou-u.hovuwu..og..a ,, _
Pulse 45.0 degrees

Acqg. time 1.049 sec

width 31250.0 Hz

256 repetitions [
OBSERVE C13, 125.6720328 MH=z ;
DECOUPLE H1, 499.7914486 MHz

Power 45 4B _
continucusly on

WALTZ~16 modulated ﬁ
DATA PROCESSING

Line broadening 0.5 Hz |
¥T size 65536 7
Total time 8§ min 44 ﬂ.wn |

137,473

145.58
123,967

| PR I T T R T N Y Y e O B K et L o R so

160 140 120
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100 80
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Y YT T T

\—37.90%
—34.080

;38,178
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8,8-Dimethyl-4-phenyl-1,2,3,3a,4,6,7,8-octahydro-SH-cyclopenta/8 Jannulen-5-one (11)

'H NMR (500 MHz, CDCl;)

Sample Name:
tvol821labe
Data Collected on:
DD2~500~vnmrg500
Archive directory: _l_
/home/tvolab/vomrsys/data/students_tvo _Uj
Sample directory:
tvo082labe_20150821_01
Fidrile: PROTON_01 ._._

Pulse Sequence: PROTON (s2pul)
Solvent: cdcll
Data collected on: Aug 21 2015

Temp. 25.0 C / 298.1 K
Sample #6, Operator: students tvo

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acg. time 2.045 sec

widch 8012.8 Hz

8 repetitions

OBSERVE H1, 499.7889540 Muz
DATA BROCRSSING

PT sige 32768

Total/ time 0 min 24 sec

|
1

13.19
6.28

4

|
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.48 4

i

|
/
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13C NMR (126 MHz, CDCL)

Sample Name:
tvo082laa
Data Collected on:
DD2-500-vomraS00
Axrchive directory:
/home/tvolab/vimrays/data/students_tvo
Sample directory:
tvo082laa_20150821 01
Fidrile: CARBOM_O1

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Aug 21 2015

Temp. 25.0 C / 298,.1 K
Sample #6, Operator: students_tvo

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acqg. time 1.049 sec
width 31250.0 Hz
512 repetitions
OBSERVE €13, 125.6720314 Mz
DECOUPLE H1, 499.7914486 MHz
Power 45 dB
continucusly on
WALTZ~16 modulated
DATA PROCESSING
Line broadqping 0.5 Hz
FT size 655§
Total time m min
~
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1-(1-Cyclopentenyl )-6-(2,5-dimethoxyphenyl)-2,2-dimethyl-S-hexyn-1-ol (12)

'H NMR (500 MHz, CDCl;)

Sample Name:
TVO0701A
Data Collected oni
DD2-500-vamrsS00
Archive directory:
/home/tvolab/vimrsys/data/students_tvo
Sample directory:
TVQ0701A_20190701_01
Fidrile: PROTON_01

Pulse Bequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Jul 1 2019

Temp, 22.0 C / 295.1 K
Sample #5, Operator: students_tvo

Relax. delay 1.000 sec
Pulge 45.0 degrees

Acqg. time 2.045 sec

width 8012.8 Hz

8 repetitions

OBSERVE H1, 499.7889539 MHz
DATA PROCESSING

PT size 32768

Total time 0 min 24 gec

3.12.-|™
6.54 —
3.17

—

OH

12

—

L,

L

AN

| /
/
y /

2

OMe

OMe

/

/) /
\}fipl »r?lr(i{

1

10.98

10.71 L
14.05

4.70 7

22.14

S24



13C NMR (126 MHz, CDCL)

44..4J.|.0|JJ‘,..,..J‘I<_4<ﬂ..4l,|[44|j.‘_‘.']{1(4ij_‘“__‘114««‘_<‘,.__<4

160 140 120 100 80 60 40 20 ppm

OMe

OH O
Q OMe
Sample Name;

tvod701b
Data Collected on: 12
DD2-500~vomrg500
Archive directory:
/hems/tvolab/vamrgys/data/students_tvo
Sample directory:
tvo0701b_20190701_01
Fidrile: CARBON_01

77.358¢
1. 000
76,750
38.147
37.942
——34.057
—31.970
,—23.918
23.197
‘23,114

—114.678

113.547

Pulse Sequence: CARBON (s2pul)
Solvent: cdel3
Data collected om: Jul 1 2019

—--128.345%
-111.733

Texp, 22.0 C / 295.1 K
Sample #5, Operator: students tve

_ ~—56.314
55,722

—77.608

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acqg. time 1.049 sec
width 31250.0 Hz

256 repetitions
OBSERVE C13, 125.6720

L]
PECOUPLE H1, 499.7914486
Power 45 4B

118,290
14.857

-153.144

aAS.su
76.211

continuously on
WALTZ-16 modulated
DATA PROCESSING | b |
Line broadening o.m.mnu

FT size 65536 - _ 7

95.342

Total time 8 min 44 Ul_u

L _ V
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Sample Hame:
tvo(921a
Data Collected on:
DD2-500~vamrsS00
Archive directory:
/home/tvolab/vimrsys/data/tvolab
Sample directory:
tvo0921a 20150921 01
FidFile: PROTON_ 01

Pulse Sequence: PROTON (s2pul)
Solvent: cdelld
Data collected on: Sep 21 2015

Temp. 35.0 C / 298.1 K
Sample #1, Operator: tvolab

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 2.045 sec

width 8012.8 Hz

8 repetitions

OBSERVE H1, 499.7889538 Muz
DATA PROCESSING

FT size 32768

Total time 0 min 24 sec

13

4-(2,5-Dimethoxyphenyl)-8,8-dimethyl-1,2,3,3a,4,6,7,8-octahydro-SH-cyclopenta/8 Jannulen-5-one (13)

'H NMR (500 MHz, CDCl;)

.12 4
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25,35
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g

T TrTTT
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13C NMR (126 MHz, CDCL)

Sanmple Name:
tvo0921b

Data Collected on:
DD2~500-vnmxe500

Archive directory:
/home/tvolab/vimrsys/data/tvolab

Sample directory:
tvo0921b_20150921_01

Fidrile: CARBON_01

Pulge Sequence: CARBON (s2pul)
Solvent: cdcl3 13
Data collected om: Sep 21 2015

Temp. 25.0 C / 298.1 K
Sample #1, Operator: tvolab

Relax. delay 1.000 sec
Pulge 45.0 degrees

Acq. time 1.049 sec

width 31250.0 Hz

512 repetitions
OBSERVE €13, 125.6720314 MH:
DECOUPLE H1, 499.7914486 MHz
Power 45 4B

continuously on

WALTZ~-16 &lﬂ&
DATA PROCESSING

Line broadenfhg 0.5 Hz
FT size 655367
Total time 17 min

,—153.763
152,799

141.325

140

~130.625

127,575

120

/—115.205

- /—111.859
—111.259

100

77.255

-~ a%.004

80

76.746

56.159
55.734

59,452
P /

60
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OH _ TMS
Sample Neme: JXX/\
tvo0312b
Data Collected on:

DD2-500-vamxs500

Archive directory: ww
/home/tvolab/vanmrsys/data/tvolab

Sample dirxectory:
tvo0312b_20200322 01

ridrile: PROTON_O01

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Mar 12 2020

Temp. 22.0 C / 295.1 K
Sample #7, Operator: tvolab

Relax. delay 1.000 sec
Pulse ¢5.0 degrees

Acg. time 2.045 sec

width 8012.8 Hz

8 repetitions

OBSERVE H1, 499.7889539 Muz
DATA PROCESSING

FT size 32768

Total time 0 min 24 sec

2,4,4-Trimethyl-8-(trimethylsilyl Joct-1-en-7-yn-3-ol (S3)

—~ _L, =

- [ f

Q v [ / f
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13C NMR (126 MHz, CDCL)

Sample Name:
tvo0312b
Data Collected on:
DD2-500-vomrsS00
Archive directory:
/home/tvolab/vomrays/data/tvolab
Sample directory:
tvo0312b_20200312 01
Pidrile: CARBON_01

Pulse Sequence: CARBON (a2pul)
Solvent: cdcl3
Data collected on: Mar 12 2020

Temp., 22,0 C / 295.1 K
sample #7, Operator: tvolab

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acqg. time 1.049 sec

Width 31250.0 Hz

1000 repetitions

OBSERVE C13, 125.6720314 MHz
DRCOUPLE H1, 499.7914466 MHz
Power 45 dB
continuously oﬂ.

PT size 65536
Total time 34 min

H ™

O
T~

S3

114.166

108.353

S

84.078

/

/—81.535

77.255

76.747

;38,409

-37.764

/—23.361

/

-22.936

\—20.910

15.014

€.117
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OH

\

Cyclization Precurser JXX/\\
Sample Nane:

vi®9llia
Data Collected on: 14

DD2~500-vnmrs500
Archive directory:

/home/tvolab/vomrsys/data/students_tvo
Sample directory:

vi091lla_20150911 01
Fidrile: PROTON 01

Pulpe Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Sep 11 2015

Temp. 25.0 ¢ / 298.1 X
Sample #7, Operator: students_tve

Relax. delay 1.000 sec
Pulpe 45.0 degreas

Acq. time 2.045 sec

width 8012.8 Hx

8 repetitions

OBSERVE HlL, 499.7889536 Muz
DATA PROCESSING

FT size 32768

Total time 0 min 24 gec

2,4,4-Trimethyloct-1-en-7-yn-3-0l (14)

'H NMR (500 MHz, CDCl;)

6.0 5.5 5 4.5 4.0 3.5

xmcvib il ;:;:f:::j—w
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Cyclization Precurser

Bample Name:
viO91la

Data Collected on!
DD2-500-vnmrsS500

Archive directory:

/home/tvolab/
Sample directory:

vi091la 20150911 01
ridrile: CARBON_01

s/data/stud

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data cocllected on: Sep 11 2015

Temp. 25.0 C / 298.1 K
Sample #7, Operator: students_tvo

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 1.049 sec

Width 31250.0 Hz

256 repetitions

OBSERVE C13, 125.6720306 MH:z
DECOUPLE H1, 459.7914486 MHz
Power 45 4B
continucusly on
WALTZ-16 modulated
DATA PROCESSING

Line broadening 0.5 Hz
PT size 65536
Total time 8 min 44 sec

146.242

ts_tvo

OH

X

14

114.218

/—85.450

/~77.254
//~77.004

;81,716

13C NMR (126 MHz, CDCL)

76.746

67.859

/38,340

—37.702

23.292

©23.034

\20.871

-13.593
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4,6,6-Trimethylcyclooct-4-en-1-one (15)

'H NMR (500 MHz, CDCl;)

Sample Name:
tvol224a

Data Collected on:
DD2-500-vamrs500

Archive directoxy:
/home/tvolab/vnmrsys/data/tvolab

Sample directory:
tvo0224a_20200224_01

Fidrile: PROTON_01

Pulse Sequence: PROTON (s2pul)
Solvent: cdcll
Data collected on: Feb 24 2020

Temp. 22,0 ¢ / 295.1 K
Sample #1, Operator: tvolab

Relax, delay 1.000 sec
Pulse 45.0 degrees

Acq. time 2.045 sec

width 8012.8 Hz

8 repetitions

OBSERVE H1, ¢99.7889537 MHz
DATA PROCESSING

PT size 32768

Total time 0 min 24 sec

S32
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13C NMR (126 MHz, CDCL)

Sample Name:
tvo0424b

Data Collected on:
DD2~500~vnmrgS00

Archive directoxy:
/home/tvolab/vomrsys/data/tvolab

Sample directory:
tvo0424b_20190424_01

ridrile: CARBON_01

Pulse Sequence: CARBON (s2pul)
Sclvent: cdcl3
Data collected om: Apr 24 2019

Texp. 22.0 C /7 295,1 K
Sanple #10, Operator: tvolab

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acqg. time 1.04% sec

Width 31250.0 Bz

256 repetitions

OBSERVE C13, 125.6720346 MHz
DECOUPLE E1, 499.7914486 MHz
Power 45 dB

continucusly on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

¥T pize 65536

Total time 8 min 44 sec

216.700

137.248

1

15

124.681

—77.252

of-
43

.002
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—40.524

,—41.836

J

NI T

J25.991

— /—23.798

\—23.400

YTYTTYTTY

Jl«la].ll‘.ﬁ..ﬂjl_l< Y

140

T

120

TTTT T T

100

80

60

UL A R R

40

r—

ppm

S33



1-(1-Cyclopent-1-en-1-yl)-3,3-dimethyl-6-(trimethylsilyl )hex-S-yn-1-0l (20)

'H NMR (500 MHz, CDCl;)

Sample Name:
wd0715a
Data Collected on:
DD2-500~vrmrs 500
Archive directory:
/home/tvolab/vnmrsys/data/students_tvo
Sample directory:
wd0715a_20160715 01
ridrile: PROTON_01

Pulse Sequence: PROTON (sapul)
Solvent: cdcl3
Data collected on: Jul 15 2016

Temp. 22.0 C / 295.1 K
Sample #3, Operator: students_tvo

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 2.045 szec

width 8012.8 Hz

8 repetitions

OBSERVE H1, 499.7889539 MHz
DATA PROCESSING

¥T size 32768

Total time 0 min 24 sec

3.16 -

OH TMS

20

" - e oS S —
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13C NMR (126 MHz, CDCL)

OH TMS

N

Sample Name:
wd0715b
Data Collected on:
DD2-500~-vomrs500 No
Archive directory:
/home/tvolab/vimrsys/data/students_tvo
Sample directory:
wd0715b_20160715_01
Fidrile: CARBON_01

~77.251
76.743
139

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Jul 15 2016

Temp. 22.0 C / 295.1 K
Sample #3, Operator: students_tvo

27.812

- 27.447

‘23,388

\—32.122
—31.1851

Relax. delay 1.000 sec
Pulse 45.0 degress

Acqg. time 1.049 sec

width 31250.0 Hz m :
512 repetitions . ‘
OBSERVE C13, 125.6720319 MHz "
DECOUPLE H1l, 499.7914486 MHz
Power 45 4B

continuously on

WALTZ=16 modulated

124,536
68,790
46.389

FT size 65536
Total time 17 min

105.860
86.699
—33.276

M b bl et | b RO PRI Uit L i Bl duncad i dbaadi L

T ™t T lam } 74

160 140 120 100 80 60 40 20 ppm
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OH

Sample Name:
tvo0718a

Data Collected on:
DD2~500-vamxg500

Archive directory:
/bome/tvolab/vimrsys/data/tvolab 21

Sample directory:
tvo0718a_20160718_01

PFidrile: PROTON 01

:

Pulse Sequence: PROTON (s3pul)
Solvent: cdcl3
Data collected on: Jul 18 2016

Temp, 22,0 C 7 295.1 K
Sample #11, Operator: tvolab

Relax. delay 1.000 sec

Pulse 45.0 degreess

Acg. time 2.045 sec

width 8012.8 Hz

8 repetitions J
OBSERVE H1, 499.7889538 MAz |
DATA PROCESSING

FT size 32768

Total time 0 min 24 sec

]

[ e i e e G e R o P e o P (e o e o o — -1 T T T 7T YT T TYTr—T—T T T 7T

6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5
- ) 8 I ,l—l.n|—|L {_Jl e

«© 0n “

-

5.23

a

4
18.9
10.6
10.31
12.08

1-(Cyclopent-1-en-1-yl)-3,3-dimethylhex-5-yn-1-0l (21)

'H NMR (500 MHz, CDCl;)
N
"
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13C NMR (126 MHz, CDCL)

Sample Name:
tvo0718b

Data Collected on:
DD2~500«vmra500

Archive directory:
/home/tvolab/vanrsys/data/tvolab

Sample directory:
tvo0718b_20160718_01

Pidrile: CARBON_01

Pulse Sequance: CARBON (s2pul)
Solvent: cdecll
Data collected on: Jul 18 2016

Temp. 22.0 € / 29S,1 K
Sample #11, Operator: tvolab

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.049 sec

width 31250.0 Hz

512 repetitions
OBSERVE C13, 125.6720321 MHz
DECOUPLE H1, 499.7914486 MHz
Power 45 4B

continuocusly on

WALTZ-16 modulated

DATA PROCESSING -

Line broadening 0.5 w

T size 65536 -
Total time 17 min

/i .E

160 150 140 130

ik oL s ARl b daligli.

T Likin

124.640

120

b

L)

110

OH

ey

21

T

100

AN

~82.789%

F77.257

~—~T76.748

~—70.139
--68.803

46.181

32.120
31.960
31.156

~-33.061

\27.703

27.187
~-23.385

\
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Sample Name:
tvo0721a

Data Collected on: O
DD2-500-vnmrs500

Archive directory:
/home/tvolab/vnmrsys/data/tvolab

Sample directory:
tvo0721a_20160721_01

FidFile: PROTON_ 01

22

Pulse Sequence: PROTON (s2pul)
Solvent: cdecl3
Data collected on: Jul 21 2016

Temp. 22.0 C / 295.1 K
Sample #12, Operator: tvolab

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acqg. time 2.045 sec

Width 8012.8 Hz

8 repetitions

OBSERVE H1l, 499.7889488 MHz
DATA PROCESSING

1.407

FT size 32768 28

Total time 0 min 24 sec nuwes
SN oo
e (L L
[N

,—1.082

\—1.072

9927

’3{5;_' ?‘\
c

(Z)-7,7-Dimethyl-2,3,3a,4,7,8-hexahydro- 1 H-cyclopenta/ 8 Jannulen-5 (6 H)-one (22)

'"H NMR (500 MHz, CDCl;)

5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5
T i S
1 1.60 2.94 3.32 2.15
1.06 2.25 3.94 1.59
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13C NMR (126 MHz, CDCL)

Sample Name:
tvo0721b
Data Collected on:
DD2-500-vnmrs500
Archive directory:
/home/tvolab/vnmrsys/data/tvolab
Sample directory: NN
tvo0721b_20160721_01
FidFile: CARBON 01

Pulse Sequence: CARBON (s2pul)
Solvent: cdecl3
Data collected on: Jul 21 2016

Temp. 22.0 C / 295.1 K
Sample #12, Operator: tvolab

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.049 sec

Width 31250.0 Hz

512 repetitions
OBSERVE C13, 125.6720314 MHz
DECOUPLE H1, 499.7914486 MHz
Power 45 dB

continuously on

WALTZ-16 modulated
DATA PROCES¥ING

Line UHODQM:MHO 0.5 Hz

FT size 65536

o
aoahvﬂwsbuqskn

148.163

129.397

118.636

114.432

77.271

\L—76.762

54.201

I

51.955
40.936
36.808
34.220
33.833
33.272
29.106
28.491
24.257

a—aq—q_—q——d—-——-——qqq—qq—qﬁ—q—-ﬁ—-qq—q-——‘——«q,—«-<—,—q—qﬁ-,——dﬂqda,—ﬁ—«q—~—q,——ﬁq—q-—-~«—-—ﬁq—«q—«—a«-qﬁ-q-‘—-q-~<«—ﬁq-<~—qd

220 200 180 160 140

120

100

80

60

40

20

0 ppm

S39



2,5,5-Trimethyl-8-(trimethylsilyl Joct-1-en-7-yn-3-ol (S4)

'H NMR (500 MHz, CDCl;)

swern coupling, pure ._|_<_m

OH
FZ
Sanmple Mame:
wa01235a
Data Collected on:

DD2+~500-vnmrs500 m h.
Axchive directory:

/home/tvolab/vomrsys/data/students_tvo
Sample directory:

wa0125a_20170125_01
ridrile: PROTON_O1

Pulse Sequence: PROTON {s2pul)
Solvent: cdcl3
Data collected on: Jan 25 2017

Texp. 22.0 C / 295,1 K
Sample #1, Operator: students tvo

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 2.045 sec

width 8012.8 Hz

8 repetitions

OBSERVE H1l, 499.7889537 MHz
DATA PROCESSING

¥T size 327638

Total time 0 min 24 sec

3.70 -{
3.63

32.60

M -
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13C NMR (126 MHz, CDCL)

OH TMS

swern coupling, pure \\
Sample Name:
wa0125b

Data Collected on: S4
DD2~500~vamra500

Archive directory:
/heme/tvolab/vamrsys/data/students tvo

Sample directory:
wd0125b_20170125_01

Fidrile: CARBON_01

77.248
76.740
8110

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Jan 25 2017

Tenp. 22.0 C / 295.1 K
Sample #1, Operator: students_tvo

33.083
\—27,467

Relax. delay 1.000 asec

Pulge 45.0 degrees

Acg. time 1.049 sec

width 31250.0 Hz |
356 repetitions

OBSERVE C13, 125.6720322 MH:z
DECOUPLE H1, 499.7914486 MRz
Power 45 4B

continucusly on

WALTZ~-16 modulated

DATA PROCESSING

Line broadening 0.57Hz

¥T size 65536 - |
Total time 8 min 44 mon |

73.242
46.226
17.860

109,925
27,862

~—33.326

-105.781
86.825

LB P U I s P DL e B p b o b ) B S B G D B P S [ B S o e o LB I T o ot I LR I LA LR BN R AR A E RS i I T O e e L BARES RERESE RERET

160 140 120 100 80 60 40 20 0 ppm
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OH

pure deprotection

Sample Name:
wd0130b
Data Collected on:
DD2-500-vamrsS00 23
Axchive directory:
/home/tvolab/vimreys/data/students_tvo
Sample directory:
wda0130b_20170130_01
Fidrile: PROTON_01

§

Pulse Sequence: PROTON (s2pul)
Solvent: ¢dclld
Data collected on: Jan 30 2017

Tenp. 22,0 C / 295.1 X
Sample #8, Operator: students_tvo

Relax, delay 1.000 sec
Pulse 45.0 degrees

Acq. time 2.045 sec

width 8012.8 Hz

8 repetitions

OBSERVE E1, 495.7889538 MHz
DATA PROCESSING

FT size 32768

Total time 0 min 24 sec

2,5,5-Trimethyloct-1-en-7-yn-3-0l (23)

'H NMR (500 MHz, CDCl;)

.
5.3 “©
5.3¢
5.21 4

S42




13C NMR (126 MHz, CDCL)

OH

pure deprotection

§

Sample Name:
wa0l30e
Data Collected on: 23

DD2-500-vomrsS00
Archive directory:
/home/tvolab/vnmreys/data/ostudents_tvo
Sample directory:
wd0130c.20170130_01
ridPile: CARBON_ 01

Pulse Sequence: CARBON (s2pul)
Solvent: cdcll
Data collected on: Jan 30 2017

Temp. 22.0 C / 295.1 K
Sample #8, Operator: students tvo

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acqg, time 1.049 sec

width 31250.0 Hz

256 repetitions

OBSERRVE C13, 125.6720323 MHz
DECOUPLE H1, 499.7914486 Muz
Power 45 4B

continucusly oa

110.054

WALTZ-16 modulated

"
DATA PROCESSING s
Line broadening 0.5 Hza
FT size 65536 b

Total time 8 min 44 sec

82.720

77.256

S £ 11 4

76.747

—73.272
70,224

46.089

/33.098

—31.89%

—27.702

——27.179%

17.845
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4,7,7-Trimethylcyclooct-4-en-1-one (24)

'H NMR (500 MHz, CDCl;)

pure cyclized product

Sample Name:
wd0206a
Data Collected on:
DD2-500-vomxs 500
Archive directory:
/home/tvolab/vamrsys/data/students_tvo
Sample directory:
wd0206a_20170206 01
ridrile: PROTON_01

Pulse Sequance: FPROTON (s2pul}
Solvent: c¢cdel3
Data collected on: Feb 6 2017

Temp. 22.0 C / 295.1 K
Sample #11, Operator: students_tvo

Relax. delay 1,000 sec
Pulse 45.0 degrees

Acqg. time 2.045 sec

Width 8012.8 Hz

8 repetitions

OBSERVE E1, 499.7889536 MHz
DATA PROCESSING

FT size 32768

Total time 0 min 24 sec

444444

24

4.0 3.5 3.0 2.5

T T T T T

11.27
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13C NMR (126 MHz, CDCL)

pure cyclized product

Bample MName:
wd0206b
Data Collected on: (@)
DD2-500-vomrs500 Nb.
Archive directory:
/hone/tvolab/vnmrays/data/students_tvo
Sample directory:
wd0206b_20170206_01
Pidrile: CARBON 01

77.259
77.001
76,750
46.130
26,773

40,515

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Peb 6 2017

123.276¢

Temp, 22.0 € / 295.1 x
Sample #11, Operator: students tvo

~-23.509

~~-52.770

Relax. delay 1.000 sec ,
Pulse 45.0 degrees
Acg. time 1.049 sec 7
Width 31350.0 Hz
256 repetitions
OBSERVE C13, 125.6720328 MHz 7
DRCOUPLE K1, 499.7914486 MHz ,
Power 45 dB O A

continucusly:on
WALTZ-16 gﬁwﬂn&

DATA PROCESS
Line bxroade 0.5 Hz
FT size 65536 _

138.423

Total time 8 44 sec

~-35.848

~29.678

T TS It e e i 0 A P L B Sk B JFLLJRL T B LS Y (L Vg FEUI et PR ECRLNL LAY LELELOUE LI TTT T T YTV yrTY
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S45



3,3-Dimethyl-6-phenyl-S-hexyn-1-0l (SS)

'H NMR (500 MHz, CDCl;)

Sample Name:
TVO0117a
Data Collected on:
DD3-500-vomre500
Archive directory:
/home/tvolab/vimrsys/data/students_tvo
Sample directory:
T™V00117a4_20200117_01
Fidrile: PrROTON_01

Pulse Sequence: PROTON (s2pul)
Solvent: cdcll
Data collected ont Jan 17 2020

Tenmp. 22.0 C / 295.1 K
Sample #1, Operator: students_tvo

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acqg. time 2,045 sec

width 8012.8 Hz

8 repetitions

OBSERVE H1l, 499.7889535 MH:z
DATA PROCESSING

PT size 32768

Total time 0 min 24 sec

10.02
17.67 +

11.26
L

11.70

:l" 1

37.41
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13C NMR (126 MHz, CDCL)

Sample Name:
T™VO0117a
Data Collected on:
DD2-500-vomxe500
Archive directory:
\E\nguﬁv\(g-%-\e:\-n&lw-wa
Sample directory: TS
TVO0117a_20200117 01 L |
Pidrile: CARBON_01 [

Pulse Sequence: CARBON (s2pul)
Solvent: cdel3
Data collected on: Jan 17 2020 |

Temp. 22.0 C / 295.1 K
Sample #1, Operator: students tvo

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acg. time 1.045 sec

width 31250.0 Bz V

256 repetitions

OBSERVE C13, 125.6720329 mHz

DECOUPLE H1, 499.7914486 MHz

Power 45 4B i
continucusly on

WALTZ-16 modulated _

DATA PROCESSING

Line broadening 0.5 Hz
FT size 65536

Total time 8 min 44 sec

123.883

P

h

S5

OH

88.049

832.578

~—77.251

=

76.742

59.830

.861

a3

33.214

——33.070

27303
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Sample Name;
tvo0l22a
Data Collected on:
DD2-500-vomrsS00
Archive directory:
/home/tvolab/vamrsys/data/students tvo
Sample directory:
tvo0122a_20200122_01
ridrile: PROTON_O1

Pulse Sequence: PROTON (sipul)
Solvent: cdcl3
Data collected on: Jan 22 2020

Temp. 22.0 ¢ / 295.1 K
Sample #2, Operator: students_tvo

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acg. time 2.045 sec

width 8012.8 Hz

8 repetitions

OBSERVE H1, 499.7889539 ME:z
DATA PROCESSING ﬂ
FT size 32768
Total time 0 min 24 sef

3,3-Dimethyl-8-phenyl-1-octen-7-yn-3-0l (25)

'H NMR (500 MHz, CDCl;)

S48
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13C NMR (126 MHz, CDCL)

OH Ph
S Z
Sample Name:
tvo0122a
Data Collected on:
DD2-500-vamra500 Nf-.lv
Archive directory: o -
/home/tvolab/vomrsys/data/students_tvo H M H
Sample directory: i i
tvoD122a_20200122_01 FRR
Pidrile: CARBON 01 ,_W‘
Pulse Seaquence: CARBON (s2pul)
Solvent: cdcl3 ~
Data collected omi Jan 22 2020 o
g
Temp. 22.0 ¢ / 295.1 x |
Sample #2, Operator: students tvo h
~
Relax. delay 1.000 sec °
Pulse 45.0 degrees o |
Acq. time 1.049 sec |
width 31250.0 Hz | -
256 repetitions ] L]
OBSERVE €13, 125.6720319 MHz m -
DECOUPLE H1, 499.7914486 MHz o o S .._.
Bower 45 dB S 8 e 52
continucusly on . n i s 2 ;
WALTZ~16 modulated J - o -3
DATA PROCESSING . L] N o
Line broadeaing 0.5 Wu ] 2 ~
PT size 65536 “ |
Total time 8 min 44 spc e o s |
a s W
e .
B o b |
: -
; 3
}

.. . | |
= ER S B B O B e e T O = TS 4*41!4:4[\__.‘<ﬁ<~<_<<.<<<_.w1‘ndw_‘14v« 44444 ? P> [ v o pme i Bam 75 BN NN FoN B PR Rl o P Y o B G
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7,7-Dimethyl-2-phenylcyclooct-4-en-1-one (26)

'H NMR (500 MHz, CDCl;)

Sample Name:

tvoll2da T—J
Data Collected on:

DD2-500 ~vamrsS00 NQ
Archive directoxy:

/home/tvolab/vomrsys/data/tvolab
Sample directory:

tvo0l24a 20200124 01
Pidrile: PROTON 01

Pulse Sequence: PROTON (aZpul)
Solvent: cdcl3
Data collected on: Jan 24 2020

Temp. 22.0 € / 295.1 K
Sample #9, Operator: tvolab

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 2.045 sec

Width 8012.8 Hz

8 repetitions
OBSERVE  H1, 499.7889539 MHz
DATA PROCESSING
FT size 32768
Total time 0 min 24 sec

\

|

|
J

24.64 -
4.46
4.55 -

4.48

A

4 \
c.aa{ -
w —

10.32

SS0




13C NMR (126 MHz, CDCL)

Sample Name:
tvo0124h

Data Collected on: _Uj O
DD2-500-vnmxrs500

Archive directory: Nm
/home/tvolab/vomrsys/data/tvolab

Sample directory:
tvo0124b_20200124_01

ridrile: CARBON_01

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Jan 24 2020

Temp. 22.0 C 7/ 295.1 K
Sample #9, Operator: tvolab

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 1.049 sec

Width 31250.0 Hz

256 repetitions

OBSERVE C13, 125,6720326 MHz
DECOUPLE H1l, 499.7914486 MHz
Power 45 4B

continucusly on

WALTZ-16 modulated

DATA PROCESSING

Line broadeding 0.5 Bz

FT size 65536.

Total time 8 @in 44 sec

v v T+t

137.719

140

,-130.252

129.880

,138.628

o LR I O B I e o

™ 137.436

—3137.334

120

77.260
76.732

61.924

50.404

39.947

36.327

32.488

~26.766

25.620

\

SS1



OH Ph
sonogashira product, pure JX/VA\
Sample Name:
U.HPM“““.DB.Q on: NN

DD2+500~-vimrs300
Archive directory:
/homs/tvolab/vamrays/data/students_tvo
Sample directory:
wdlllda_20171113 01
Fidrile: PROTON_O1

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Nov 13 2017

Temp. 22.0 ¢ / 295.1 K
Sample #10, Cperator: students_tvo

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 2.045 sec

width 8012.8 Az

8 repetitions

OBSERVE  H1l, 499.7889537 MHz
DATA PROCESSING
PT size 32768

Total time 0 min 24 !-\o

—

2,5,5-Trimethyl-8-phenyloct-1-en-7-yn-3-0l (27)

'H NMR (500 MHz, CDCl;)

S§2

©

~

o
i

7.8%
14.66
3.9¢
4.02 -

29.16‘{% _‘ EF—_

15.64 -



13C NMR (126 MHz, CDCL)

OH Ph

=
sonogashira product, pure

Sarple Name: MN
wdlllda
Data Collected on:
DD2~-500-~vomrs500
Archive directory:
/bome/tvolab/vamrsys/data/students tvo
Sample directory:
wdlllda 20171113 01
FidFile: CARBON_01

77.252
76.744

.187

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Nov 13 2017

/°131.503

128

g.un.onxuou.u.l
Sample #10, Operator: students_tvo ‘
Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.049 sec

wWidth 31250.0 Hz

256 repetitions

OBSERVE C13, 125.6720327 MH:

DECOUPLE H1, 499.7914486 MHz

Power 45 4B

127,542

73,389
46.374
32,836
27.851

\—27.524

continuously on

WALTZ-16 modulated ,
DATA PROCESSING *

Line broadening (.5 Hz *
FT size 65536
Total time 8 min 44 sec ‘ V

110.073
;33,709

17.887

149.192
88.438
~ 82,655

' ]
,‘.'I.‘._.dqlél_.4.4,.IV0|4|<4<_,<’1|4|1JJ_I.<.<j<ﬁ1wilﬁ._4..144”!41‘4;JA...1...<<J...4v'.lw.411<4..<J§

160 140 120 100 80 60 40 ppm
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4,7,7-Trimethyl-2-phenylcyclooct-4-en-1-one (28)

'H NMR (500 MHz, CDCl;)

cyclized product, pure

Sample Name:
wdllléa
Data Collected on:
DD2-500~vnmrs500
Archive directorzy:
/bome/tvolab/vomrsys/data/students_tvo
Sample directory:
wdllléa_20171116_01
Fidrile: PROTON 01

Pulse Sequence: PROTON (slpul)
Solvent: cdcl3
Data collected on: Nov 16 2017

Temp. 22.0 C / 295.1 K
Sample #6, Operator: students_tvo

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acqg. time 2.045 sec

Width 8012.8 Hz

8 repetitions

OBSERVE K1, 499.7889538 MHz
DATA PROCESSING

FT size 32768

Total time 0 min 24 sec

Ph

28

23.18 ~
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13C NMR (126 MHz, CDCL)

Sample Name:
wd1116b
Data Collected on:
DD2-500-vomrs500 _U_J O
Axchive directory: Mm
/home /tvolab/vomrosys/data/students tvo
Sample directory:
wdlii6b_20171116_01
Pidrile: CARBON 01

Pulse Sequence: CARBON (s2pul)
Solvent: cdel3
Data collected on: Nov 16 2017

Temp. 22.0 C / 295.1 K
Sample #6, Operator: students_tvo

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 1.049 sec

Width 31250.0 Hz

256 repetitions

OBSERVE C13, 125.6720322 Muz
DECOUPLE H1, 499.7914486 MHz
Power 45 4B

continuously wn

WALTZ-16 modulated

DATA PROCESSING

Line broadenfhg 0.5 Hz

FT size 65536

Total time B n 44 sec

-137.328

' ks i h

el b ond bt b I e it e G RL d b il fladd 20
' I | A | " | 1 4
v ’ \ 1

220 200 180 160 140

T X37.288

—128.68¢

-124.419

Lol Al Lo Bl
[

120

| gl Ldt

100

77.256

76.748

60.463

60

—50,347

;41.043
37.909
~—33.151
31.087
—27.354
24,971
23,438

—t

'
Sl d b b ALl L g Le

40
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4,4-Dimethyl-6-(trimethylsilyl)hex-5-yn-1-0l (S7)

'H NMR (500 MHz, CDCl;)

Sample Name:
tvo0306a

Data Collected on:
DD2-500-vomrs500

Archive directory:
/home/tvolab/vimrsys/data/tvolab

Sample directory:
tvo0306a_20200306_01

Fidrile: PROTON_01

Pulse Sequence: PROTON (s2pul)
Solvent: cdell
Data collected on: Mar 6 2020

Temp. 22.0 C / 295.1 K
Sample #4, Operator: tvolab

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acg. time 2.045 sec

width 8012.8 Hz

8 repetitions

OBSERVE H1, 499.7889538 Muz
DATA PROCESSING

FT size 32768

Total time 0 min 24 sec

5.0 4.5 4.0

3.5 3.0 2.5

$.28 —

27.18

33.95
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13C NMR (126 MHz, CDCL)

Z
Senmple Name: _l_o
trvo0306b

Data Collected con:
DD2-500-vrmrs500 S7
Archive directory:
/home/tvolab/vamrsys/data/tvolab
Bample directory:
txvo0306b_20200306_01
ridrile: CARBON 01

—77.250

—76.741

Pulge Sequence: CARBON (s2pul)
Solvent: cdcll
Data collected on: Maxr 6 2020

Texp. 22.0 € / 295.1 K
Sample #4, Operator: tvolab

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acqg. time 1,049 sec

Width 31250.0 Hz

256 repetitions

OBSERVE C13, 125.6720320 MEz
DECOUPLE H1, 499.7914486 MHz
Power 45 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line bxroadening 0.5 Hz
FT size 65536
Total time 8 min 44 sec

~63.256

83.556

114.449

o T .llhi,_.'lﬁ<,._.n|ﬂ|||qu.. LS P ) R TR 3 D b e .4{a R P Lt e ,'n,—|<|4<.4.

140 130 120 110 100 90 80 70 60 50

-39.314

,—29.206

,-31.498

—28,738

s, -0.279

“0.271
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2,6,6-Trimethyl-8-(trimethylsilyl Joct-1-en-7-yn-3-0l (S9)

'H NMR (500 MHz, CDCl;)

Sample Name:

tvo0328a |_| _<_ m

Data Collected on: O_l_
DD2-500-vamrg500 \\
Archive directory:
/home/tvolab/vomrsys/data/tvolab
Sanple directory:

tvo0328a_20190328_01
FidFile: PROTON_01
Pulse Sequence: PROTON (s2pul) m@
Scolvent: cdcl3
Data collected on: Mar 28 2019

Texp. 22.0 € / 295.1 K
Sample #4, Operator: tvolab

Relax. delay 1,000 sec
Pulse 45.0 degreos

Acq. time 2.045 sec

widch 8012.8 =z

8 repetitions

OBSERVE  H1, 499.7889538 MHz
DATA PROCESSING

FT size 32768

Total time 0 min 2¢ sec

SS8

24.37
29.5%0



13C NMR (126 MHz, CDCL)

Sample Nama:
tvo0328c
Data Collected on:

OH TMS
DD2-500~vamrs500

/:\f\VN
Archive directory:

/home/tvolab/vimrsys/data/tvolab S9
Sample directory:

£vo0328¢_20190328_01
Fidrile: CARBON 01

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Mar 28 2019

Temp. 22.0 C / 295.1 K
Sample #4, Operator: tvolab

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acq. time 1.049 sec
width 31250.0 Hz

256 repetitions
OBSERVE C13, 125.6720312 MRz
DECOUPLE H1, 499.7914486 MEx
Power 45 dB
continuously on
WALTZ-16 modulated
DATA PROCESSING

Line broadening 0.5 Hz
FT size 65536

Total time 8 min 44 sec

~111,269

~~114,395

~—147.322

©83.578

—77.264

77.006

l°/_

.756

-76.133

38.775

/—31.596

/30,549

-29.426

\28.902

17.474

0.278

160 140 120 100

80

60

40

20
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0 ppm
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2,6,6-Trimethyloct-1-en-7-yn-3-0l (29)

'H NMR (500 MHz, CDCl;)

Sample Name:
tvo0404b
Data Collected on:
DD2-500-vamrs 500
Archive directory:
/home/tvolab/vnmrsys/data/tvolab
Sasple directory:
tvo0404b_ 20150404 01
Fidrile: PROTON 01

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Apr 4 2019

Temp. 22.0 C / 295.1 K
Sample #4, Operator: tvolab

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 2.045 sec

Width 8012.8 Hz

8 repetitions

OBSERVE H1l, 459.7889539 MEHz
DATA PROCESSING

PT size 32768

Total time 0 min 24 sec

o R o,
.‘.
B
JUL
\ e — T T G o
5.5 5.0
~ o
~ i
H O
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13C NMR (126 MHz, CDCL)

OH
Sample Name:
tvoldéodc
Data Collected on:
DD2-500 ~vomrgS500
Archive directory:
/home/tvolab/vomrsys/data/tvolab
Sample directory: 29
tvo0404c_20190404_01
Fidrile: CARBON_01

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Apr 4 2019

Temp. 22,0 C / 295.1 K
Sample #4, Operator: tvoladb

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 1.049 sec

Width 31250.0 Hz

256 repetitions

OBSERVE €13, 125.6720318 MHZz
DECOUPLE H1, 499.7914486 MHz
Power 45 4B 2
continuously on ~
WALTZ-16 modulated b

111,256

DATA PROCESSING

Line broadening 0.5 Hz
PT pize 65536

Total time 8 min 44 sec [

91.548

- 77.259
~—77.001
—76.751

+113

76

67.978

38.694

~—30.726

30.718

30.498
29.238
29,958

17.499
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4,8,8-Trimethylcyclooct-4-en-1-one (30)

'H NMR (500 MHz, CDCl;)

Sample Name:
tvold24a
Data Collected on:
DD2-500-vomrsS500
Archive directory: o
/haome/tvolab/vnmrsys/data/tvolab uwc
Barple directory:
tvo0424a_ 20190424 01
riarile: PROTON_01

Pulse Sequence: PROTON (s2pul)
Solvent: cdel3
Data collected on: Apr 24 2019

Temp. 22,0 C / 295.1 K
Sample #10, Operator: tvolab

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acqg. time 2.045 sec

Width 8012.8 Hz

8 repetitions

OBSERVE H1, 499.7889536 MHz
DATA PROCESSING

PT size 32769

Total time 0 min 24 sec

_J LE 4 A/
e o s S : e - = \E , Sy ¥ ,.i_.r#C__stc»lr,i

—r T e ——

6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 i.0 ppm

(-

16.76 |
11,20 {3 —
37.05 1
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13C NMR (126 MHz, CDCL)

Sample Name:
tvo0424b

Data Collected on:
DD2-500-vonmxg500

Archive Airectory: o
/home/tvolab/vomrsys/data/tvolab

Sample directory: WQ
tvo0424b_20190424_01

Fidrile: CARBON_01

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected cn: Apr 24 2019

40,522

Temp. 22.0 C / 295.1 K
Sample #10, Operator: tvolab

,—41.835

Relax. delay 1.000 sec |
Pulse 45.0 degroes |
Acq. time 1.049 sec

Width 31250.0 Hz

256 xepetitions

OBSERVE C13, 125.6720348 MH:z
DECOUPLE HI1, 4559.7914486 MHz
Power 45 4B

continucusly on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 0.5 Hz |
FT size 65536 _
Total time 8 min 44 sec

~—46.586

77.251

77.001
\76.743

e

137.246
124.680

———216.699

—27.188

25.99%0
23,797

TAa P 3{%14.-4<AJ4|11._H4-44|||JJ|J. ...... 4J—|1.1.1J|q,<|<<4ﬂ.<<l11141¢’4_....,..1‘.44441’.....n<.,l|tl||4l:<
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Sample Name:
tvo03i9a

Data Collected on:
DD2-500-vomrs 500

Archive directoxy:
/home/tvolab/vimreys/data/tvolab

Sample dixectory:
tvo0319a_20200319_01

Fidfile: PROTON 0%

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on; Mar 19 2020

Temp, 22.0 C / 295.1 K
Sample #12, Operator: tvolab

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acq. time 2.045 sec
wideh 8012.8 Hz
8 repetitions
OBSERVE H1, 499.7889538 MHz
DATA PROCESSING
FT pize 32768
Total time 0 min 24 sec

1-Hydroxyhex-5-yn-2-one (32)
'H NMR (500 MHz, CDCl;)

S64
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13C NMR (126 MHz, CDCL)

Sample Name:
tvo0319b
Data Collected on:
DD2-500 ~vnmr g 500
Archive directory:
/home/tvolab/vomrsys/data/tvolab
Sample directory:
tvo0319b_20200319 01
Fidrile: CARBON_O1

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected om: Mar 19 2020

Temp. 22,0 € / 295.1 K
Sample #12, Operator: tvolab

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time H.ohw sec

width wung.gﬂn

356 repetitions

OBSERVE C13, 335.6720358 MHz
DECOUPLE H1, 499.7914486 MHz
Power 45 dB

continucusly

WALTZ-16 ] ted

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536
Total time 8 min 44 sec

TTTYT

77.358
27,000

82,092

\—76.749

69,312

\68.334

37.076

12876
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2-Oxo-5-hexyn-1-yl benzoate (33)
'H NMR (500 MHz, CDCl;)

)

e t OBz
Q-NWPN”“lO \\\/\C/\

Data Collected on:
DD2-500-vomrs 500

Archive directory: 33
/home/tvolab/vomrsys/data/tvolab

Sample directory:
ka0124a_20170124_01

ridrile: PROTON 01

Pulge Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected om: Jan 24 2017

Temp. 22.0 C / 295.1 K
Sample #12, Operator: tvolab

Relax. delay 1.000 gec
Pulgse 45.0 degrees

Acg. time 2.045 sec

Width 8012.8 Hz

8 repetitions

OBSERVE Hl, 4995.7889535 Mz
DATA PROCESSING

PT size 32768

y

e aa? N

Total time 0 min 24 sec ﬂ e
|
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& v/
[
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13C NMR (126 MHz, CDCL)

Sample Name:
ka0124b

Data Collected cn:
DD2-500~vomra500

Archive directory;
/home/tvolab/vnnrsys/data/tvolab

Sample directory:
ka0l24b_20170124_01

FidFile: CARBON_ 01

Pulse Sequence: CARBON (a2pul)
Solvent: cdel3
Data collected on: Jan 24 2017

Temp. 22.0 C / 295.1 K
Sample #12, Operator: tvolab

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acq. time 1.049 sec
Width 31250.0 Hz
356 repetitionsa
OBSERVE C13, 125.6720333 MHz
DECOUPLE H1, 499.7914466 MHz
Power 45 4B
continuocusly on
WALTZ-16 modulated
DATA PROCESSING
Line broadening 0.5 Hz
¥T size 65536
Total time 8 @in 44 sec
3
~N

— 165,837

133,832

129.890
129.024
128,508

LN L |

160

140

AN
EKO

33

OBz

~—82.431

/17255

—~~77.005

76.747
—69.135

68,422

37.802

12.532

.....
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2,2-Dimethoxy-S-hexyn-1-yl benzoate (34)

'H NMR (500 MHz, CDCl;)

Sample Name:
tvo0319¢c

Data Collected on:
DD2~500~-vnmyrs500

Archive directory:
/home/tvolab/vnmrsys/data/tvolab

Sample directory:
tvo0319¢c_20200319_01

FidrFile: PROTON_ 01

Pulse Sequence: PROTON (s2pul)
Solvent: cdcll
Data collected om: Mar 19 2020

Temp. 22.0 C / 295.1 K
Sample #4, Operator: tvolab

Relax., delay 1.000 sec
Pulse 5.0 degrees

Acq. time 2,045 sec

Width 8012.9 Hz

8 repetitions
OBSERVE Bl, 499.7885543 Muz
DATA PROCESSING

FT size 32768
Total time 0 min 24 sec

-

10.60
16.49

MeO OMe
OBz

“é

34

12.20

36.67
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13C NMR (126 MHz, CDCL)

Sample Name:
tvol319%e

Data Collected on:
DD2~500-vomra500

Archive directory:

/home/tvolab/vamrsys/data/tvolab

Sample directory:
tvo03lSe 20200319 01
FidFile: CARBON 01

Pulse Sequence: CARBON (s2pul)
Solvent: cdell
Data collected on: Max 19 2020

Tesp. 22.0 C / 295.1 K
Sample #4, Operator: tvolad

Relax. delay 1.000 sec
Pulge 45.0 degrees

Acq. time 1.049 sec

Width 31250.0 Hz

64 repetitions

OBSERVE C13, 125.6720334 MHz
DRCOUPLE H1, 499.7914486 MHz
Power 45 4B

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 0.5 Hz
FT pize 65536
Total time 2 min :.Woo

3
"
w
L

r—133.190

~129.722
-128.432

MeO OMe

34

100.286

100

OBz

—~83.553

~77.354

80

.996
76,746

68.429

61,440

~48.266

31.389

13.093
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2,2-Dimethoxy-6-trimethylsilyl-5-hexyn-1-yl benzoate (S10)

'H NMR (500 MHz, CDCl;)

MeO OMe
Sample Name: \/VW\OWN
tvo0li8a
Data Collected on: “
DD2-500-vnmrs500 TMS
Archive directory: m._O

/home /tvolab/vimrsys/data/tvolab
Sample directory:
tvo0118a.20170118 01
¥idrile: PROTON_01

Fulse Sequence: PROTON (s2pul)
Solvent: cdell
Data collected on: Jan 18 2017

Temp. 22.0 C / 295.1 K
Sample #6, Operator: tvolab

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 2.045 sec

Width 8012.8 Hz

8 repetitions

OBSERVE H1, 499.7889535 MHz
DATA PROCESSING

FT size 32768

Total time 0 min 24 sec
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13C NMR (126 MHz, CDCL)

Sample Name:
KA-I-54-B
Data Collected on:
DD2-500-vamra500
Archive directory:
/home/tvolab/vimrsys/data/students_tvo
Sample directory:
KA-I-54-B 20170608_01
FidFile: CARBON_01

Pulse Sequence: CARBON {s2pul)
Solvent: cdell
Data collected om: Jun 8 2017

_ -129.767

—-128.416

Teap. 22.0 C / 295.1 K
Sample #4, Operator: students tvo

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 1.049 sec

width 31250.0 Hz

256 repetitions

OBSERVE C13, 125.6720325 MHz
DECOUPLE H1, 499.7914486 Muz
Power 45 4AB

continucusly on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 0.5 Hz
PT size 65536 =
Total time 8 min 44 nec

i ‘
°
- |

,—133.167

180 160 140

MeO OMe

OBz
=

TMS
S10

—106.243
100.33%
84.613

—77.254

H-SSS

—~76.746

61.500

-48,266

40

31.464

—14.474

-0.028
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2,2-Dimethoxy-6-trimethylsilyl-S-hexyn-1-0l (35)

'H NMR (500 MHz, CDCl;)

Sample Name:
tvo0320b

Data Collected on:
DD2-500~vamrs500

Archive directory:
/home/tvolab/vomrsya/data/tvolab

Sanmple directory:
tvo0320b_20200320_01

Fidrile: PROTON_O01

Pulose Sequence: PROTOM (m2pul)
Solvent: cdcl3
Data collected on: Max 20 2020

Temp. 22.0 C / 295.1 K
Sample #7, Operator: tvolab

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acqg. time 2.045 sec

width 8012.8 Ez

8 repetitions

OBSERVE H1, 499.7889538 MH=x
DATA PROCESSING

PT size 32768

Total time 0 min 24 sec

MeO OMe

OH
Z

T™MS
35

10.10 4

a1.51
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13C NMR (126 MHz, CDCL)

T T

Sample Name:
tvo0320¢c

Data Collected on:
DD2-500-vamxs500

Archive directory:
/home/tvolab/vomrsys/data/tvolab

Sanple dirxectory:
tvo0320c_20200320_01

PidFrile: CARBON_ 01

Pulge Sequence: CARBON (82pul)
Solvent: cdcl3
Data collected on: Mar 20 2020

Temp. 22.0 ¢ / 295.1 K
Sample #7, Operator: tvolab

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acqg. time 1.049 sec
Width 31250.0 Hz
256 repetitions
OBSERVE <C13, 125.6720322 MHz
DECOUPLE H1, 499.7914486 MHz
Power 45 4B
continucusly on
WALTZ-16 modulated
DATA PROCESSING
Line broadening 0.5 Hz
FT size 65536
Total time 8 min 44 sec

—107.019

DAL LIS B B o

130 120 110

————101.418

TMS

84.655

77.248

80

\

76.998

\.76.740

d

MeO OMe

OH
Z

35

60.963

48.260

30.730

20

14.407

-0.003
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1-(-1-Cyclopentenyl)-2,2-dimethoxy-6-trimethylsilyl-S-hexyn-1-0l (36)

'H NMR (500 MHz, CDCl;)

OH

Column 2 Fractiom 2 Tubes 15-21 |_|—<_m
X
Sample Name:
KA-I-46-D
Data Collected on: MeO OMe

DD2~500~vnmr 8500

Archive directory: uwm
/home/tvolab/vomrsys/data/students tvo

Sample directory:
KA-I-46-D_20170525_01

ridrile: PROTON_OL

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: May 25 2017

Temp. 22,0 C / 295.1 K
Sample #12, Operator: students_tvo ;

Relax., delay 1.000 sec

Pulse 45.0 degrees

Acq. time 2.045 sec

widch 8012.8 Hz

8 repetitions

OBSERVE H1, 499.7889497 Muz

DATA PROCEBSSING

FT size 32768 /7
Total time 0 min 24 sec |

= Lo T | TR 3 B P ST I Sy =~ I -
6 5 4 3 _ 2 ,
T T 3 T |
n - - B o © o =
- w 3 " o~ 0 o o °
~ ~ = ® © n ~ o -
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13C NMR (126 MHz, CDCL)

T™MS OH

X
Column 2 Fraction 2 Tubes 15-21
Saxple Namae: 7>mﬁu ﬁu7>m
KA-X-46-D
Data Collected on: wm

DD2-500~vomraS500
Archive directozxy:
/home/tvolab/vnmrsys/data/students tvo

Bample directory:
KA-I-46-D_20170525_01
Fidrile: CARBON_ 01

77.352
76.743

Pulse Sequence: CARBON (s2pul) :
Solvent: cdclld )
Data collected on: May 25 2017

Temp, 22.0 C / 295.1 K
Sample #12, Operator: students_tvo

Relax. delay 1.000 sec
Pulse 45.0 degraes

Acq. time 1.049 sec

width 31250.0 Hz

256 repetitions

OBSERVE C13, 125.6720328 MHz
DECOUPLE H1, 499.7914486 Muz
Power 45 4B

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz
FT size 65536
Total time 8 min 44 sec

~—32.115%

72.486
,—33.162
\—31.s30
23,509
0.106

14.729

/—48.992

48.946

127.655
101.520

—

——38.998

160 140 120 100 80 60 40 20 ppm
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1-(Cyclopent-1-en-1-yl)-2,2-dimethoxyhex-S-yn-1-01 (37)

'H NMR (500 MHz, CDCl;)

Hi-vac Cyclization Precursor

Sample Name:
KA-I-49-B
Data Collected on:
DD2-500-vomes500
Archive directory:
/home/tvolab/vamrsys/data/students_tvo
Sample directory:
KA-I-49-B_20170530_01
ridrile: PROTON_O1

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: May 30 2017

Temp. 22.0 C / 295.1 K
Sample #3, Operator: students_tvo

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 2.045 sec

width 8012.8 Hz

8 repetitions

OBSERVE H1, 499.7889538 MHz
DATA PROCESSING

FT size 32768

Total time 0 min 24 sec

;
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13C NMR (126 MHz, CDCL)

Hi~Vac Cyclization Precursor

Sample Name:
RA~I-49-B
Data Collected on:
DD2-500-vamrsS00
Archive directoxy:
/home/tvolab/vnmrays/data/students
Sample directory:
KA-I-49-B_20170530 01
Fidrile: CARBON_01

Pulse Sequence: CARBON (s2pul)
Solvent: cdel3
Data collected on: May 30 2017

Temp. 22,0 C / 295.1 K
Sample #9, Operator: students_tvo

Relax. delay 1,000 sec
Pulse 45.0 degrees

Acq. time 1.049 sec

Width 31250.0 Bz

256 repetitions

OBSERVE (€13, 125.6720325 MH:
DECOUPLE H1, 499.7914486 MHz
Power 45 4B

continuously on

WALTZ-16 modulated

DATA PROCESSING
Line broadening 0.5 o
FT size 65536 <
Total time 8 min 44 -oom

127.604

tvo

mmmwr//<\\\//vxmxg///mﬁuuwvw
MeO OMe

OH

37

101.423

84.546

—77.254

76.996
76.745

\-72.458
'\ 67.836

, 48.948
~-48.903

~-39.000

~~33.172

—32.117

‘31,502

23,526

—-13.327
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8,8-Dimethoxy-1,2,3,3a,4,6,7,8-octahydro-SH-cyclopenta/8 Jannulen-5-one (38)

'H NMR (500 MHz, CDCl;)

OMe

Fraction 2 Hi Vac OMe

Sample Names:
RA-II-14-7

Data Collected cn: o
DD2-500~vomrs 500

Axchive directory: Wm
/home/tvolab/vomrsys/data/students_tvo

Sample directory:
FA~II-14~-F_20180111_01

Pidrile: PROTON_O01

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Jan 11 2018

Temp. 22,0 C / 295.1 X
Sample #8, Operator: students _tvo

Relax., delay 1.000 sec
Pulse 45.0 degrees

Acq. time 2.045 sec

width 8012.8 Hz

8 repetitions

OBSERVE H1, 499.7889536 MHz
DATA PROCESSING

FT size 32768

Total time 0 min 24 sec

10.77
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13C NMR (126 MHz, CDCL)

OMe
Fraction 2 Ei Vac OMe

Sanple Name:
KA-II-14-F

Data Collected on: o
DD2-500-vomrs500

Archive directory: uwm
/home/tvolab/vnmrgys/data/students _tvo

Sample directory:
RA-II-14-F_20180111 01

Fidrile: CARBON_ 01

77.256
76.748

52.646
,~48.321
35
33
-32
31
22

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Jan 11 2018

Termp. 22,0 € 7 295.1 X [
Sample #8, Operatox: students_tvo

.123

Relax. delay 1.000 sec
Pulse 45.0 degroes
Acq. time 1.049 sec _ ‘
width 31250.0 Hz
512 repetitions
OBSERVE €13, 125.6720332 MHz
DECOUPLE H1, 459.7914486 Mz *
Power 45 dB |
continuously on 1~ 1} :

122.218
T

-150.516

WALTZ~16 modulated
DATA PROCESSING
Line brgadening 0.5 Hz
T size #5536
Total nuu.l 17 min

i | |

102.298
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