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H-NMR spectrum of 3d
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C-NMR spectrum of 3d

VB-2% :
Sample Name: ~%i~ Agilent Technologies

VB-29 T
Data Collected on:

mercury400-mercury400
Azrchive directory:

/home/vomrl fvomreys/data
Sample directery:

VB-29_20191011_01
FidFile: CARBON 01

Pulpe Sequence: CARBON (sZpul)
Solwvent: cdcll
Data collected on: Oct 11 2019

Temp. 25.0 € / 298.1 K
Operator: wvnmrl

Relax. delay 1.000 sec
Pulme 45.0 degrees

heq. Etime 1.304 sec I
Width 25125.6 Hz

512 repetitions
OBSERVE (13, 100.6238513 MHz
DECOUPLE H1, 400.1760547 MHz
Fower 318 dB

continuously eon

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz | |
FT size 65536 |

Total time 20 min
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MS Spectrum of 3d

|acnm¢ e Seamarthi
B Poskis o7 Somne s a4

| :

—_— - . . [Mthad Fig Nams]
o i . T T et TR o Gt
| I - | .

15300000 e . \
| ’/ | pra s
| tasocnnd o] I 050l A4 e
i \ ) 15 ample Hoera]
!lmo— \ f | “
| Tonenand i f‘-\ \ : i R
_ ' egm & % . e E 1

N —— T e T TN e pesiesn
1 o P _ I .
mm.i_ En T R ) " "“‘--——--—--~._.=~—-.._—__.._.-n,__._ e e e e i — i T R R . v

is 3 i ' a . l

. 0 s e . s "o s e TP = 7 G T o o | L%
| . N i ! 3y .:. [Samvple Typel
(B Spectm View e iSO : — & =
| | TSartE ] Bl Tova (14,3007 Gowd” 5] e - A _

[y ——— — — e - ) P -
. 1[ - - R R L R
11 soosencd I - .
reivess i |
"
- 3500005 -
| .
[| 20eea00
2600008} :
200809
1500005-
1000000 ]
42
sageand

Ll 3: -11: e i L ::" l L th l %‘i’-‘ r‘h i £ B8 s | :_7HY 2 i | . §

L L e £S5 — 2 23 55 oo 1
SR MM DRI SRR e e e e M B ™ " "™ " R T Y

Page S4 ©AUTHOR(S)



ARKIVOC 2024, viii, S1-519

Special Issue 'Heterocyclic Chemistry'

H-NMR .spectrum of 3e
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VB-37

Sampla MName:
vB-37
Data Collectad on:
mercury400-mercury400
Archive directory:
/home,/vomel /yanraya/data
Sample directory:
VB-37_20201021 01
FidFile: CARBON_OL1

Pulse Sequence: CARBON {82pul)
Solvent: dmso
Data collected on: Oct 21 2020

Temp. 25.0 € / 2%8.1 K
Operator: vnmrl

Relax. delay 1.000 sec
Fulse 45.0 degrees

Acqg. time 1.304 smec

Width 25125.6 Hz

1000 repetitions
OBSERVE Cl13, 100.6243292 MHz
DECOUPLE H1, 400.1779555 MH:z
Fowsr 38 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536

Total time 40 min
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MS spectrum of 3e
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C-NMR spectrum of 3g
VB-32
Sample Mame: - Agilent Technologies
VB-32
Data Collected on:
mercury400-mexrcusy400
Archive directory:
/home/vimrl /vnmreys/data
Sample directory:
VB-32_20201022_01
FidFile: CARBON 01

Pulse Segquence: CARBON (s2pul) ¢
Solvent: cdcl3 |
Data collected on: Oct 22 2020

Temp. 33.0 C / 306.1 K |‘

Operator: vamrl |

Relax. delay 1.000 sec (Il

Pulse 45.0 degreea |

Acg. time 1.304 see |

Width 25125.6 Hz l

1000 repetitions |

OBSERVE Cl3, 100.6238513 MH=z | |
DECOUPLE HL1, 400.1760547 MHz |

Power 38 dB |
continuously on

WALTZ-16 modulated |
DATA PROCESSING
Lina broadening 0.5 Hz |
PT size 65536 ‘

Total time 40 min |

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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MS spectrum of 3g
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H-NMR spectrum of 3h
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C-NMR spectrum of 3h

VB-26
Sarple Name: - Agilent Technologies
VB-26
Data Collected on:
marcuryd00-mercury400
Archive directory: |
fhome fvomrl /vnmreys /data
Sample directory: |
VB-26_20201022 01 |f
FidPila: CARBON_01 |r

Pulse Sequenca: CARBON (s2pul) |
Solvent: cdel3 |
Data collected on: Oct 22 2020 |

Temp. 25.0 C / 298.1 K
Operater: vamrl | I

Relax, delay 1.000 sec i
Pulse 45.0 degrees |
Acg. time 1.304 sec
Width 25125.6 Hz |
1512 repetitions |

OBSERVE C13, 100.6238513 MHz

DECOUPLE H1, 400.1760547 MHz
Power 38 dB
continuously on
WALTZ-16 modulated

DATA PROCESSING
Line broadening 0.5 Hz

PT eize 65536

Total time 1 hr
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H-NMR spectrum of 3h
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H-NMR spectrum of 3i
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C-NMR spectrum of 3i

VB-33-REf1

Sample Name:
VB-33-RE£1
Data Collected on:
mercuryd00-mercury4d 00
Archive directory:
/home fvnomrl /fvnmesys /data
Sample directory:
VB-23-REL_20201022_01
FidFile: CARBON_01

Pulse Segquence: CARBON (s2pul)

Solvent: dmso
Data collected on: Oct 22 2020

Temp. 33.0 C / 306.1 K
Operator: vomrl

Relax. delay 1.000 sec
Pules 45.0 degreas

Acq. time 1.304 smec

Width 25125.6 Hz

800 repetitions

OBSERVE C13, 100.6243252 MH=z
DECOUPLE H1, 400.1779555 MH=z
Power 38 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

PT size 65536

Total time 32 min
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MS spectrum of 3i
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H-NMR spectrum of 3]

3.90
3.84
0.3%

Page S17

ARKIVOC 2024, viii, S1-519

2 1_'_;ppm
— -T L l L
-3 =]
@ w = 5
- e @ om

©AUTHOR(S)



Special Issue 'Heterocyclic Chemistry'

C-NMR spectrum of 3

VE-30

Sample Mame:
VB-30
Data Collected on:
mercuryd00-mercury4d00
Archive directory:
/home fvnmyl/vomrays/data
Sample directory:
VB-30_20201023 01
FidFile: CARBON_01

Pulse Sequence: CARBON (s2pul)
Solvent: dmso
Data collected on: Oct 23 2020

Temp, 33.0 C / 306.1 K
Operator: vnmrl

Relax. delay 1.000 sec

Fulse 45.0 degrees

Acg. time 1.304 sec

Wideh 25125.6 Hz

1000 repetitions

OBSERVE €13, 100.6243252 MH=
DECOUPLE H1l, 400.1779%555 MHz
Power 38 4B

continuously om

WALTZ-16 modulated

DATA PROCESSING

Line breadening 0.5 Hz

FT aize 65536

Total time 40 min
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- Agilent Technologies

220 200 180 160 140

©AUTHOR(S)



Special Issue 'Heterocyclic Chemistry'

ARKIVOC 2024, viii, S1-519

MS spectrum of 3j
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