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"Quantitative" (relaxation delay 58 §C{*H} NMR (125 MHz) spectrum o2.
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Correlation of observetfC NMR chemical shifts with calculated ones 2or



BUTIME2120HCL
expd PROTON
SAMPLE SPECIAL
date Jun 15 2006 temp 25.0
solvent CcéD6 gain not used
file sexport/home/~ spin 20
UFCH/vnmrsys/data/~ hst 0.008
BUTIME2120HCL_15Ju~ pw90 11.100
n2006/PROTON_O1.fi~ alfa 0
d FLAGS "
ACQUISITION i1 n oR
w 4803.1 in n o
at 1.995 dp v -
np 19168 hs
fb not used PROCESSING
bs 16 fn used
di 1.000 DISPLAY
nt 16 sp -307.8
ct 16 wp 2707.5
TRANSMITTER rfl 2736.5
n rfp 2144.8
sfrq 299.981 rp 90.1
tof 336.0 1p =6.
tpwr 59 PLOT
PW 5.550 wc 250
DECGUPLER sc 0
C13 vs a9
dof 0 th 8
dm nhn ai cdc  ph
dmm c
dpwr 40
dmf 13900
°
Iry
b
~
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BUTIME2120HCL

Data Collected on: ic-m300-mercury300

Archive directory: /export/home/UFCH/vnmrsys/data

Sample directory: BUTIME2120HCL_15Jun2006

File: TOCSY1D_2_21p_01

Pulse Sequence: TOCSY1D M
Solvent: C6D6

Temp. 25.0 C / 298.1 K

Relax. delay 1.000 sec

Pulse 90.0 degrees A

Mixing 0000 sec

Acqg. time 1.995 sec

width 4803.1 Hz

16 repetitions
O0BSERVE H1, 299.9794505 MHz
DATA PROCESSING JL._,M

Line ng 0.5 Hz
FT size 32768
Total time 13 min
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1DTOCSY spectra (arrayed mode; irradiation of sigin@.20-2.29 ppmo-CH,)) of 3.
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'H NMR spectra (relaxation delay 1 s) of thermolyzéd CsDs in a sealed NMR tube at 100
°C (pure2 is the upper record).
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'H NMR (300 MHz) spectrum of the mixture obtainetbaheating ofl. in CsDg for 10 h at
100 °C (mixture compositiori: (14 %)2 (20%) and4 (66 %)).
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13¢c{*H} NMR (75 MHz) spectrum of the mixture obtainedeafheating ofl in CsDg for 10 h
at 100 °C (mixture compositioti:(14 %)2 (20%) and4 (66 %)).
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gCOSY spectrum of mixture obtained after heatingy imf CsDg for 10 h at 100 °C (mixture
composition:1 (14 %)2 (20%) and4 (66 %)).
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gHSQC spectrum of mixture obtained after heating iof CsDg for 10 h at 100 °C (mixture
composition:1 (14 %)2 (20%, signals marked (#)) add66 %, labeled signals)).
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composition:1 (14 %)2 (20%) and4 (66 %)).
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1DTOCSY spectra (arrayed mode; irradiation of signé.68-0.52 ppm (TiCHCH,)) of 4.
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1DTOCSY spectra (arrayed mode; irradiation of dign®.82 ppm (€i=)) of 4.



