|

|

J _J
I 1 ‘\ M Jtl )

1H-NMR product 6



|

e

IR
9L9°BT— _
859761/ T j )
swotzz— E:
TR
veL'8E — l/ “
686°8¢ — : -
S6T°6E // \ - . uw
809°6E | — - S— _2
€19°6¢ \\ —
928" 6¢ \\ = == 3
1€0°0Y
v68°TY
zsz Ty
crcyy I\‘
626°0s

z59°59 =

4

TN T —

"I — |L

-

cezrzIr— —— —

1

e

wsEz—

€86 sZT — — - Lw

06€-62T —— =

958 ST — —— ——

zr6cTST - — -
H
g
.

666°0TC —

8T0°23Z /

/home/vnmx2/
Sample directory:

omx400-mexrcuryd 00

Axchive directory:

Pulse Sequence: s2pul
Solvent: DMSO

Data Collected on:

File: CARBON
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SCA

Somplia ina Agilent Technologies
bbnew_calib

Data Collected on:
nmr400.unife.it-mercury400

Archive directory:
/home/vnmrl/vnmrsys/data }

" TR Ao A Y A e

Pulse Sequence: CARBON (s2pul)
Solvent: dmso
Data collected on: Feb 3 2021
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SCA
SAMPLE FLAGS
dra Feb 32021 hs nn
savet dmso ssoul y
camo'a  bbnew_calib_20 heglvi 1104
210201_01
SPECIAL
ACQUISITION temp 250
LED] 22
sw 4081.6 spin 0
at 0.150
n 1224 F2 PROCESSING
L 2200
55 32 sb -0.075
d1 1.000 sbs not used
n 1 n 2048 ’
2D ACQUISITION F1 PROCESSING
swi 4081.6 sb1 <0.063
! 256 sbs1 not used
d2 0 proct p-
1 2048
PRESATURATION
DISPLAY
satmods n - :}
wet n sp 115.0
wp
TRANSMITTER sp1 313
wpt 35156
tn H1 ol —
B 399.972 e 0
1127 i -19.3
60 ip1 0
11.500
PLOT
we 3771
924 st o
0.001000 we2 2164
1.000 5c2 88—
0.000500 s 201 j
th 7 ———
DECOUPLER 2 cde av -
da c13
dm nnn
)
)
=
Data file =»p

bbnew_calib

Samplo Name bbnew_calib
Date collected  2021-02-03

Pulsa saquance gCOSY
Solvant dmso

Temperature 25

Spectrometzr  nmr400.unife.it-mercury400

JLt

F1 (ppm)

L
;0 0

F2 (ppm)

COSY-NMR product 6




Data Collected on:
nmrd00-mercuryd 00
Archive directory:
/export /home/vnmr2 /vomrsys/data
Sample directory:

File: gecosy

Pulse Sequence: goosy
Solvent: DMSO

Relax. delay 1.000 sec
Acqg. time 0.136 sec
width 3759.4 Hz

2D width 3759.4 Ez
Single scan

2048 increments

U

OBSERVE H1, 399.9701216 MHz

DATA PROCESSING
Sine bell 0.068 sec
F1 DATA PROCESSING
Sine bell 0.034 sec
FT size 4096 x 4096
Total time 1 hr
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F1 (ppm)
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PULSE SEQUENCE: gHMBC
Relax. delay 1.000 sec
Acg. time 0.150 sec
wWidth 4000.0 Ex

2D Width 26178.0 Ez

64 repetitions

512 increments

Hl, 399.9701216

200 180 160
DATA PROCESSING

(=4

Sine bell 0.075 sec
F1 DATA PROCESSING

Sine bell 0.010 sec
FT size 1024 x 2048
Total time 10.6 hours

140

o=

0

——320——

Fl (ppm)

—100-
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vomr2_ 2013-05-23
Data Collected om:

mard00-marcuryd 00
Archive directery:

/bome /vomxl
Sample directory:
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| PULSE SEQUENCE: gHMQC
| Relax. delay 1.000 sec
Acqg. time 0.150 sec
width 6410.3 Hz
2D width 26178.0 Hz
| 16 repetitions

2 x 512 increments

I

OBSERVE EH1, 399.9701216

DECOUPLE C13, 100.5836300
Power 50 4B

! on during acquisition
off during delay
GARP-1 modulated

e ————————— Sp— S
< %
& .
& °
o

I T T T T ‘ [
-130— 120 110 100 90 80 70 -60-
DATA
. Gauss apodization 0.069 sec
{P1 DATA PROCESSING Fl1 (ppm)

Gauss apodization 0.036 sec
.FT size 2048 x 8192
Total time 5.3 hours
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' Data Collected on:

nard00-mercury400

Archive directory:
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Sample directory:
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cortisone6 #124-167 RT: 353-4.75 AV: 44 NL: 287E6
T: - p ESI Full ms [100.00-2000.00]
100 37327
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STANDARD 1H OBSERVE

Data Collected on: |
murd00-mercury400
Archive directory: 1|
/export/home/vnmx2/vomrsys/data [ ‘
Sample directory: |

|
Pile: gcosy |

|
|
' I /
Pulse Sequence: gcosy ! I
Solvent: DMSO |

|

Relax. delay 1.000 sec | ‘ | M/
Acqg. time 0.142 sec . —— o e = s =
width  3623.2 Hz B

2D Width 3623.2 Hz

Single scan | F2

1024 increments /
OBSERVE H1, 399.9701216 W."" _
DATA PROCESSING | 3
Sine bell 0.071 sec ‘-'l 1.5 |

F1 DATA PROCESSING _ - 3]

8ine bell 0.035 sec _- 4 e
PT size 4096 x 4096 | 1

Total time 28 min R

. 2.0

@0

— T T T T T T T T T T T T

7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0

Fl (ppm)
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W |

o

PULSE SEQUENCE: gHMBC
Relax. delay 1.000 sec
Acq. time 0.150 sec
width 6410.3 Bz
2D width 24154.6 Hz
16 repetitions
256 increments

10

H1, 399.9701216

—T—1—T—TT—T—T

T 00
DATA PROCESSING

. 8ine bell 0.075 sec

'¥1 DATA PROCESSING

| 8ine bell 0.005 sec

T

—————180

FT size 2048 x 2048
Total time 79 minutes

) )i ) ) 1 | [ ) 1 | |, S| b
-..o- R — L — L — 2 =
= - R -~ -
" o o j
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S S - e -2 T s &
B =l - - - .- .-
. - 8 L% e B
a -8 - - °‘ﬂ _g = l
s : |
-
. - . |
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- : . - - -._- i = N
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|
5 2 |
|
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|
> |
| 2 1 o i (B LS 6 £ B ot S ) L L L LA (A R B A e B e L B
140 — 120 —100 —80—— 60— 40 20 ]
vnmra_2013-06-05 |
Fl (ppm) ‘

Data Collected onmt
mmr400-mercuryd00 ‘

Archive directory: H
/export/home/vnmrl/vrmrays/dsts

Sample directory: |

anaKEREGuadbda s iin o
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PULSE SEQUENCE: gHMBC ‘OBSERVE  H1, 399.9701216 .DATA ; : i vamr2_2013-06-05
[ Relax. delay 1.000 sec . ! 8ine bell 0.075 sec : | F1 ( ) ! H
Acqg. time 0.150 sec : {¥1 DATA PROCESSING i i ppm 3 | Data Collected om:
,‘ width 6410.3 Hz | 8ine bell 0.005 sec H i ; . | omr400-mercury400
| 2D width 24154.6 Hz 'FT size 2048 x 2048 : i i ;| Archive directory:
16 repetitions : iTotal time 79 minutes ; i ; - | /export/home/vomr2/vomrays/data
256 increments : : : H Sample directory:
i i i | e FEOE e Ad a6 585 nc
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| r2
- (ppm)
] 1
«
<
- 3 o _
.
3
— ; 0
J .y
)
T
| 5
| |
..; | 0
— °
’ 7
—— — 130 120 110 100 90 80 70 60
PULSE SEQUENCE: gHMQC OBSERVE H1, 399.9701216 DATA PROCESSING
Relax. delay 1.000 sec DECOUPLE C13, 100.5831272 Gauss apodisation 0.069 sec F1 ( )
Acqg. time 0.150 sec Power 50 4B F1 DATA PROCRESING ppm
width 4000.0 Hz on during acquisition Gauss apodisation 0.020 sec
2D wWidth 24154.6 Hz off during delay FT size 1024 x 4096
8 repetitions GARP-1 modulated Total time 79 minutes

2 x 256 increments
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Data Collected omi
mmrd00-marcury400
Archive directory:
/export /homs/vomr2 /vomrwys/Gata
Sample directory:
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cortisone? #97-114 RT: 275-323 AV: 18 NL: 862E5
T: - p ESI Full ms [100.00-2000.00]
J00- 375.13

[22] (o] ~ ~
? (4] o a0
gt b b

lidil

(4]
(3]

&

Relative Abundance
g 44
J..LLIL.L_LH|IHI|IIH|IHI|III(1|HLIHJJ?IHI

& 8

751.00

N W
g o

o~ 420.93

—_
u

631.13 712.93

1364.07
766.93 969.67 1175.67 1552.07 1741.20 192827

3
3
54 345.07
436.93 |
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