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fukushima3/alleEster)

expl00 stdlh
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R

snreie vec. & VT H NMR (CDCls, 400 MHz)
date Jan 27 2012 dfrq 399.956
solvent cpCl3  dn HL 3a
file /export/home/- dpwr 20
vnmrl/vnmrsys/data~ dof 0 Et02C 002Et
/fukushima3/alleEs~ dm nnn
terR h.fid dmm c
ACQUISITION amf 200 o)
sfrq 399.956 dseq
ta H1 dres 1.0
at 3.744 homo
np 44928 PROCESSING O\/I
sw 6000.6 wtfile /
fb not used proc £t |
bs 1 fa not used ‘
tpwr 61 math £ 3a
pw 5.5
ai 1.256 werr react (
tof 600.0 wexp procplot ‘
nt 16 wbs
o 16 e |
alock n |
gain not used
FLAGS
i1 n
in n
dp b /
hs nn
DISPLAY I
sp -80.0
wp 4079.4 {
vs 214
sc 0 f
we 380 |
hzmm 10.74 ‘
is 808.06 ‘
rfl 374.3 |
rfp 4 |
th 20
ins 100.000
om ph
. T . . e R L SUWINDL L VI . A bl
— T T T T I — — T — 7T — T T — T |
9 8 6 5 4 3 ppm
L . L ; .
0.43 0.01 54.95 0.69 0.93
.46 -0.03 -0.02 37.58
fukushima3/alleEsterR
expl00 stdlic
SAMPLE DEC. & VT
date Jan 27 2012 dfrq 399.956 '3C NMR (CDCls, 100.6 MHz)
solvent cDC13  dn H1 3a
file /export/home/- dpwr 41
vomrl/vnnrsys/data- dof o
/fukushima3/alleEs~ dm yvy
terR c.fid dmm w
ACQUISITION amg 11088
sfrq 100.579 dseq garpl
tn C13  dres 1.0
at 1.199 homo n
np 59968 PROCESSING
sw 25000.0 1b 1.00
b not used wtfile
bs 16 proc £t
tpwr 56 fn not used
pw 5.0 math £
a1 0.801
tof 1000.0 werr react
nt 4096  wexp procplot
3 4096 wbs
alock n wat
gain not used
FLAGS
i1 n
in n
dp Yy
hs nn
DISPLAY
sp -1998.1
wp 24999.2
vs 214
sc [
we 380
hzmm 1.57
is 500.00
rfl 752.7
rfp 1753.8
th 20
ins 540.000
mn no ph
. " M ‘
L s N L At e T (L e T
220 200 180 160 140 120 100 80 60 40 20 ppm
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Shoko Yamazaki
テキストボックス
III. 1H and 13C NMR spectral data


fukushima4/Me2C=C

expl00 stdlh

SAMPLE DEC. & VT
date Feb 8 2012 dfrq 399.956 H NMR (CDCl3, 400 MHz)
solvent cpc13  dn HL 3b
file /export/home/~ dpwr 20
vomrl/vonrsys/data~ dof )
/fukushimad /Me2C=C~ dm nnn EtOQC COQ Et
_h.fid dmm e
ACQUISITION dnf 200
sfrq 399.956 dseq O
tan HL dres 1.0
at 3.744 homo n
np 44928 PROCESSING O
sw 6000.6 wtfile P
b not used proc 13
bs 1 fn not used
tpwr 61 math £ 3b {
pw 5.5
di 1.256 werr react
tof 600.0 wexp procplot
nt 16 wbs |
ct 16 wat ‘
alock n
gain not used
FLAGS
i1 n
in n
dp Yy
hs an
DISPLAY
sp -80.0
wp 4079.4 I
vs 214
sc 4 )
we 380 L
hzmm 10.74 T |
is 664.69
rfl 378.9
rfp 4
th 20
ins 100.000
nm ph
I . - . -
s B e s s B s e s s s e B L s S ey m
9 8 7 6 5 4 3 2 1 ppm
L F— ; .
0.72 0.15 0.05 59.58 0.97
4.26 4.41 29.39 0.46
fukushimad/Me2C=C
expl00  stdl3c
SAMPLE DEC. & VT
date Feb 8 2012 dfrg 399.956 13
solvent cpc13  dn HL C NMR (CDCls, 100.6 MHz)
file /export/home/~ dpwr 41 3b
vomrl/vnnrsys/data- dof o
/fukushimad/Me2C=C~ dm yvy
c.fid dmm w
ACQUISITION amg 11088
sfrq 100.579 dseq garpl
tn C13  dres 1.0
at 1.199 homo n
np 59968 PROCESSING
sw 25000.0 1b 1.00
b not used wtfile
bs 16 proc £t
tpwr 56 fn not used
pw 5.0 math £
a1 0.801
tof 1000.0 werr react
nt 4096  wexp procplot
ct 4096 wbs
alock n wat
gain not used
FLAGS
i1 n
in n
dp Yy
hs nn
DISPLAY
sp -1995.8
wp 24999.2
vs 214
sc [
we 380
hzmm 1.97
is 500.00
rfl 9750.4
rfp 7753.8
th 20
ins 500.000
mn no ph
' " o ), - |
L I B B B B L L o s B B B B B
220 200 180 160 140 120 100 80 60 40 20 0 ppm
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fukushima4/CCallene

expl00  stdlh
SAMPLE DEC. & VT
date Aug 28 2012 dfrg 399.956
solvent  coc13 dnm s 'HNMR (CDCls, 400 MHz) EtO,C_ CO,Et
£ile /export/home/~ dpwr 20 3c
vomrl/vomrsys/data~ dof o |
/fukushima4/CCalle~ dm nnn O
ne h.fid dmm <
ACQUISITION ang 200
strq 399.956 dseq
tn HL dres 1.0 @]
at 3.744  homo
np 14928 PROCESSING
sw 6000.6 wtfile 3c p
£ not used proc £t
bs 1 fn not used {
tpwr 61 math £
v 5.5 -
ar 1.256 werr react /
tof 600.0 wexp procplot
nt 16 wbs
ct 16 wat |
alock n [
gain not used
FLAGS
i1 n
in n
dp b |
hs an (
DISPLAY
sp -80.0
wp 4079.4
vs 214
sc o
we 380
hzmm 10.74
is 1584.08
rel 381.4
rfp o
th 20
ins 100.000
om ph
|
/
{ .
‘ e |
- | o
- - e, . . - -
. . S | U, D . . PN SO . JL..
L S B B A S B e S B e e T e e o e E — T T T T T T T T T T
9 8 7 6 5 4 3 2 1 ppm
S A . . . - . M [
0.97 4.32 31.43 34.70 3.74
4.32 9.37 10.66 0.49
fukushima4/CCallene
expl00  stdlic
SAMPLE DEC. & VT
date Aug 28 2012 dfrq 399.956 13C NMR (CDCl,, 100.6 MHz)
solvent cpc13 dn HL
file /export/home/- dpwr 41 3c
vomrl/vomrsys/data~ dof o
/fukushima4/CCalle~ dm yvy
ne c.fid dmm w
ACQUISITION ame 11088
strq 100.579 dseq garpl
n C13  dres 1.0
at 1.199  homo n
np 59968 PROCESSING
sw 25000.0 1b 1.00
£b not used wtfile
bs 16 proc e
tpwr 56 fn not used
pw 5.0 math £
ar 0.801
tof 1000.0 werr react
at 4096 wexp procplot
ct 4096 wbs
alock n wat
gain not used
FLAGS
i1 n
in n
dp Yy
hs nn
DISPLAY
sp -1993.5
wp 24999.2
vs 214
sc o
we 380
hzmm 0.29
is 500.00
rel 9748.1
rfp 7753.8
th 15
ins 500.000
om no ph
L o L e e e e B L 1 LD s s N e L o A L A o L L A N O N
220 200 180 160 140 120 100 80 60 40 20 0 ppm
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fukushima3/alleAl

expl00 stdlh

snreie vec. & VT H NMR (CDCls, 400 MHz)
date Nov 23 2011 dfrq 399.956
solvent cpCl3  dn HL 4a
file /export/home/- dpwr 20
vomrl/vomrsys/data- dof 0
/fukushima3/alleAl~ dm nnn Etozc Co2Et
_h.fid dmm c cl
ACQUISITION amg 200
sfrq 399.956 dseq 0 K
tn HL dres 1.0 Lo
at 3.744 homo n \
np 44928 PROCESSING
sw 6000.6 wtfile o]
b not used proc £t
bs 1 fn not used
tpwr 61 math £ 4a
bW 5.5
d1 1.256 werr react !
tof 600.0 wexp procplot
nt 16 wbs
ct 16 wat
alock n
gain not used
FLAGS
i1 n
in n
dp b
hs nn
DISPLAY
sp -80.0
wp 4079.4
vs 214
sc 0
we 380
hzmn 10.74
is 851.69
rfl 377.8
rfp 4
th 20
ins 100.000
nm ph
|
- . DV, PRRA TYRSRUNANY . S Sl L L
— T T T T I — — T — 7T — T —— — — |
9 8 7 6 5 4 3 2 1 pPpm
L ; I ; . L ; . L ; P [
0.74 49.60 33.96 0.01
10.75 0.69 0.27 3.98
fukushima3/alleAl

expl00 stdl3c

date Nov 23 2011 dfrqg 399.956

solvent cpC13  dn HL 3C NMR (CDCl3, 100.6 MHz)

file /export/home/~ dpwr 41 4a

vomrl/vomrsys/data~ dof 0

/fukushima3/alleAl~ dm yYy

c.fid dmm w

ACQUISITION dmf 11088

sfrq 100.579 dseq garpl

tn c13 dres 1.0

at 1.199 homo n

np 59968 PROCESSING

fb not used wtfile

bs 16 proc £t

tpwr 56 fn not used

pw 5.0 math £

d1 0.801

tof 1000.0 werr react

nt 2048 wexp procplot

alock n wnt

gain not used

il n

dp Yy

wp 24999.2

vs 214

sc 0

we 380

e

rfl 9751.9

rip 7753.8

th 32

ins 500.000

om no ph

ORI TRTE— OO ‘wu““'u“”
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fukushima4/BrLac

expl00 stdlh
SAMPLE DEC. & VT
date Feb 28 2012 dfrg 399.956
solvent cpc13  dn HL
file /export/home/- dpwr 20 'HNMR (CDCls, 400 MHz)
vomrl/vnmrsys/data~ dof 0 4b
/fukushimad/BrLac_~ dm nnn
i : EtO,C. CO,Et
ACQUISITION amf 200
sfrq 399.956 dseq Br
tn Hl dres 1.0
at 3.744  homo n o]
np 24928 PROCESSING N “\
sw 6000.6 wtfile .
£b not used proc £t o /
bs 1 fn not used |
tpwr 61 math £ (
bW 5.5
n 4b )
tof 600.0 wexp procplot
nt 16 wbs
ct 16 wat
alock n .
gain not used /
FLAGS [
i1 n
in n
dp b
hs nn
DISPLAY
sp -80.0
wp 4079.4
vs 214
sc 0
we 380
hzmn 10.74
is 848.61
rfl 381.6
rfp 4
th 20
ins 100.000
om ph
Ty |
| B
- . U O, . . JLA_,MLAJ LM. - _.IL_
— T T — T — — T T T — T — T
9 8 7 5 3 ppm
— T T T T T T T T
1.28 5.27 0.97 1.49
5.01 0.63 5.59 33.93 3.22
fukushima4/BrLac
expl00 stdlic
SAMPLE DEC. & VT
date Feb 28 2012 dfrg 399.956
solvent cpc13  dn HL
file /export/home/~ dpwr 41 3C NMR (CDC|3, 100.6 MHZ)
vomrl/vnnrsys/data- dof o 4b
/fukushima4/Brlac_~ dm yvy
c.fid dmm w
ACQUISITION amg 11088
sfrq 100.579 dseq garpl
tn C13  dres 1.0
at 1.199 homo n
np 59968 PROCESSING
sw 25000.0 1b 1.00
b not used wtfile
bs 16 proc £t
tpwr 56 fn not used
pw 5.0 math £
a1 0.801
tof 1000.0 werr react
nt 4096  wexp procplot
3 4096 wbs
alock n wat
gain not used
FLAGS
i1 n
in n
dp Yy
hs nn
DISPLAY
sp -1995.0
wp 24999.2
vs 214
sc [
we 380
hzmm 2.16
is 500.00
rfl 9749.6
rfp 7753.8
th 20
ins 500.000
mn no ph
" 4 " | o " " . ki leakla ki IJ | m " hidoe
¥ y Y o el Wi "
L e L e A e L e e e e e T T T T T T T
220 200 180 160 140 120 100 80 60 40 20 ppm
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fukushima4/diMeCl

expl00 stdlh
SAMPLE DEC. & VT
date Feb 17 2012 dfrq 399.956 H NMR (CDCls, 400 MHz)
solvent cpc13  dn HL
file /export/home/~ dpwr 20 4c
vomrl/vonrsys/data~ dof 0
/fukushima4/diMeCl~ dm nnn
_h.fid dmm c EtOQC 002Et
ACQUISITION damf 200 C'
sfrq 399.956 dseq
ta HL dres 1.0 (] .
at 3.744 homo n
np 44928 PROCESSING
sw 6000.6 wtfile Q
£b not used proc £t |
bs 1 fn not used
tpwr 61 math £ 4c |
bW 5.5 ‘
di 1.256 werr react J
tof 600.0 wexp procplot
nt 16 wbs
ct 16 wat
alock n
gain not used | /
FLAGS /
i1 n |
in n (
dp b4 “
hs an /
DISPLAY f
sp -80.0
wp 4079.4
vs 214
sc 4
we 380
hzmm 10.74
is 1190.86
rfl 382.4
rfp [
th 4
ins 100.000 |
nm ph
f
J
- B . - /AU
— T T T T I — — T — 7T — T —— — — |
9 8 7 6 5 4 3 2 1 pPpm
L ; I ; L ; . [ ; I ; P L ; .
1.46 0.08 3.95 25.03 2.82
0.15 31.72 0.02 30.37 4.40
fukushima4/diMeCl
expl00 stdlic
SAMPLE DEC. & VT 3C NMR (CDCls, 100.6 MHz)
date Feb 17 2012 dfrq 399.956
solvent cpc13  dn HL 4c
file /export/home/- dpwr 41
vomrl/vnnrsys/data- dof o
/fukushima4/diMeCl~ dm yvy
c.fid dmm w
ACQUISITION amg 11088
sfrq 100.579 dseq garpl
tn C13  dres 1.0
at 1.199 homo n
np 59968 PROCESSING
sw 25000.0 1b 1.00
b not used wtfile
bs 16 proc £t
tpwr 56 fn not used
pw 5.0 math £
a1 0.801
tof 1000.0 werr react
nt 4096  wexp procplot
et 4096 wbs
alock n wat
gain not used
FLAGS
i1 n
in n
ap y
hs nn
DISPLAY
sp -1994.2
wp 24999.2
vs 409
sc [
we 380
hzmm 1.68
is 500.00
rfl 9748.8
rfp 7753.8
th 27
ins 500.000
mn no ph
L e e e L e e B e e e e L 5 B s
220 200 180 160 140 120 100 80 60 40 20 0 ppm
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fukushima4/diMeBr

expl00 stdlh

SAMPLE DEC. & VT
date Mar 16 2012 dfrq 399.956
solvent cpc13  dn HL H NMR (CDCl3, 400 MHz)
file /export/home/- dpwr 20
vamrl/vnmrsys/data~ dof 0 4d
/fukushima4/diMeBr~ dm nnn
h.fid dmm c
AcQuisITION  dmt 200 EtO,C.  COEt
sfrq 399.956 dseq
tn M ares 10 Br
at 3.744 homo o]
np 44928 PROCESSING Lo
sw 6000.6 wtfile
b not used proc £t e}
bs 1 fn not used
tpwr 61 math £
pw 5.5 4d
aL 1.256 werr react
tof 600.0 wexp procplot
nt 16 wbs
ct 16 wat
alock n
gain not used
FLAGS / [
i1 n /
in n I
dp b
hs nn
DISPLAY
sp -80.0
wp 4079.4
vs 214
sc o
we 380
hzmn 10.74
is 1119.11
rfl 382.2
rp 4
th 20
ins 100.000 )
om ph /
|
J
(
- |
. S TP U
— T T T T — — T — 7T — T —— — — |
9 8 7 5 4 3 2 1 pPpm
L ; I ; .
1.45 4.50 27.29
36.13 26.89 3.73
fukushima4/diMeBr
expl00 stdlic
snw vec. & vT 15C NMR (CDCls, 100.6 MHz)
date Mar 16 2012 dfrq 399.956
solvent cDC13  dn HL 4d
file /export/home/- dpwr 41
vomrl/vnnrsys/data- dof o
/fukushima4/diMeBr~ dm yvy
c.fid dmm w
ACQUISITION amg 11088
sfrq 100.579 dseq garpl
tn C13  dres 1.0
at 1.199 homo n
np 59968 PROCESSING
sw 25000.0 1b 1.00
b not used wtfile
bs 16 proc £t
tpwr 56 fn not used
pw 5.0 math £
a1 0.801
tof 1000.0 werr react
nt 4096  wexp procplot
et 4096 wbs
alock n wat
gain not used
FLAGS
i1 n
in n
ap y
hs nn
DISPLAY
sp -1994.2
wp 24999.2
vs 366
sc [
we 380
hzmm 0.73
is 500.00
rfl 9748.8
rfp 7753.8
th 20
ins 500.000
mn no ph
L e e e e .. e L e B . e e
220 200 180 160 140 120 100 80 60 40 20 0 ppm

SS7



fukushima4/LacCCH

expl00 stdlh

SAMPLE DEC. & VT
date Oct 22 2012 dfrg 399.956
solvent cpc13 dn HL
file /export/home/~ dpwr 20 TH NMR (CDC|3, 400 MHz)
vomrl/vomrsys/data~ dof o
/fukushima4/LacCCH~ dm nnn 5
h.fid dmm <
ACQUISITION ant 200 EtOZC 002 Et
strq 399.956 dseq
tn HL dres 1.0
at 3.744  homo
np 44928 PROCESSING O f_,
sw 6000.6 wtfile
£ not used proc £t ‘
bs 1 fn not used |
pt 6 marh : o /
o 5.5 J
ar 1.256 werr react
tof 600.0 wexp procplot 5
nt 16 wbs
ct 16 wat
alock n ‘
gain not used |
FLAGS
N . [
in n I
dp Yy
hs an (
DISPLAY ‘
sp -80.0 ‘
wp 4079.4
vs 214 |
sc o (
£ |
hzmm 10.74 |
is 982.89 (
rel 379.4 ‘
rfp o /
th 20
ins 100.000
nm ph
R . P TR0 S M e R PO L
—— T L B e S A e e N s B e e e I I N B e S T S
9 8 7 6 5 4 3 2 1 ppm
[ A . . . . P . . [
0.93 0.23 0.07 4.81 35.40
0.08 0.32 53.79 2.53 1.83
fukushimad/LacCCH
expl00  stdlic
SAMPLE DEC. & VT
date Oct 22 2012 dfrq 399.956
solvent cDC13  dn HL
file /export/home/~ dpwr 41 3C NMR (CDCl3, 100.6 MHz)
vomrl/vomrsys/data~ dof o 5
/£ukushima4/LacCCH~ dm vy
c.fid dmm w
ACQUISITION ame 11088
strq 100.579 dseq garpl
n C13  dres 1.0
at 1.199  homo n
np 59968 PROCESSING
o 25000.0 1b 1.00
£b not used wtfile
bs 16 proc e
tpwr 56 fn not used
pw 5.0 math £
ar 0.801
tof 1000.0 werr react
at 2048 wexp procplot
ct 2048 wbs
alock n wat
gain not used
FLAGS
i1 n
in n
ap y
hs nn
DISPLAY
sp -1995.8
wp 24999.2
vs 214
sc o
we 380
hzmm 2.33
is 500.00
rel 9750.4
rfp 7753.8
th 20
ins 500.000
om no ph
L L IS o o o L L o B L e LA e LA A s e e
220 200 180 160 140 120 100 80 60 40 20 0 ppm
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fukushimad/InBr3by

expl00 stdlh

SAMPLE DEC. & VT
date  Feb 29 2012 dfrq 399.956
solvent cpCc13  dn HL
£ile /export/home/~ dpwr 20 "H NMR (CDCls, 400 MHz)
vamrl/vnmrsys/data- dof 0
/fukushima4/InBr3b~ dm nnn
e . EtO,C.__CO,Et
ACQUISITION amg 200
sfrq 399.956 dseq
tn HL dres 1.0 o)
at 3.744 homo n
np 44928 PROCESSING OH
sw 6000.6 wtfile
b not used proc £t O\/‘I /
bs 1 fn not used [
tpwr 61 math £
bW 5.5
aL 1.256 werr react
tof 600.0 wexp procplot
nt 16 wbs
ct 16 wat
alock n
gain not used ‘
FLAGS |
il n |
in n ‘
dp b
hs nn
DISPLAY (
sp -80.0 ‘\
wp 4079.4
vs 214
sc 0
we 380
hzmm 10.74
is 1240.54
rfl 379.1
rfp 4
th 20
ins 100.000
om ph
J
| I /
- e - - S e P
— T T — T T T T — — — T T —— T — |
9 8 7 5 4 3 1 ppm
— . T e T T T T T T — -
0.95 4.20 23.14 4.0 0.29 33.30 0.03 0.0:
0.07 0.05 27.14 10 1.13 1.08 3.60
fukushima4/InBr3by
expl00 stdlic
13,
— N C NMR (CDCls, 100.6 MHz)
date Feb 29 2012 dfrq 399.956 6
solvent cpc13  dn HL
file /export/home/- dpwr 41
vomrl/vnnrsys/data- dof o
/£ukushima4/InBr3b- dm yvy
y c.fid dmm w
ACQUISITION amg 11088
sfrq 100.579 dseq garpl
tn C13  dres 1.0
at 1.199 homo n
np 59968 PROCESSING
sw 25000.0 1b 1.00
b not used wtfile
bs 16 proc £t
tpwr 56 fn not used
pw 5.0 math £
a1 0.801
tof 1000.0 werr react
nt 2048 wexp procplot
3 2048 wbs
alock n wat
gain not used
FLAGS
i1 n
in n
dp Yy
hs nn
DISPLAY
sp -1995.8
wp 24999.2
vs 214
sc [
we 380
hzmm 0.36
is 500.00
rfl 9750.4
rfp 7753.8
th 24
ins 500.000
mn no ph
L e L LA e T L T T T ™ T T T T T T
220 200 180 160 140 120 100 80 60 40 20 0 ppm
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fukushima5/EtLac

expl00 stdlh

SAMPLE DEC. & VT
date Apr 24 2013 dfrq 399.956 H NMR (CDCl3, 400 MHz)
solvent cpe13 dn HL
£ile /export/home/~ dpwr 20 Tt
vomrl/vomrsys/data~ dof o
/fukushima5/EtLac_~ dm nnn
h.fid dmm < EtO,C_ COEt
ACQUISITION ang 200
strq 399.956 dseq sH
tn HL dres 1.0
- ° CHCH
np 14928 PROCESSING
s 6000.6 wtfile (o] H
£ not used proc £t
bs 1 fn not used Tt
tpwr 61 math £
- 5.5
ar 1.256 werr react
tof 600.0 wexp procplot
nt 16 wbs
ct 16 wat
alock n
gain not used
FLAGS
i1 n
in n I
dp y f
hs an
DISPLAY ,
sp -80.0 |
wp 4079.4 |
vs 214 ‘
sc o
we 380
hzmm 10.74
is 846.17
rel 379.1 (
rfp o |
th 20
ins 100.000
mm ph
/
. . A e o — ST . l
T ] T T — — T — — T T
9 8 7 5 4 3 2 1 pPpm
o a— . T T T T T . T T
0.76 0.47 4.47 55.19
34.31 .42 0.19 0.18
fukushimas/EtLac
expl00  stdlic
SAMPLE DEC. & VT
date Apr 24 2013 dfrq 399.956 13
solvent cDC13  dn L 'C NMR (CDCl3, 100.6 MHz)
£ile /export/home/~ dpwr 41 7t
vomrl/vomrsys/data~ dof o
/£ukushimas/EtLac_~ dm vy
c.fid dmm w
ACQUISITION ame 10380
strq 100.579 dseq garpl
n C13  dres 1.0
at 1.199  homo n
np 59968 PROCESSING
sw 25000.0 1b 1.00
£b not used wtfile
bs 16 proc e
tpwr 56 fn not used
pw 5.0 math £
ar 0.801
tof 1000.0 werr react
nt 2048 wexp procplot
ct 2048 wbs
alock n wat
gain not used
FLAGS
i1 n
in n
ap y
hs nn
DISPLAY
sp -1995.8
wp 24999.2
vs 214
sc o
we 380
hzmm 0.59
is 500.00
rel 9750.4
rfp 7753.8
th 20
ins 500.000
om no ph
L LA e e e L o e L B o T L e e S T T (R T T T
220 200 180 160 140 120 100 80 60 40 20 ppm
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fukushima7/cisEt

expl00 stdlh
SAMPLE DEC. & VT 1
date Nov 27 2013 afra  399.356 HNMR (CDCls, 400 MHz)
solvent cDC13  dn H1 Tc
file /export/home/- dpwr 20
vomrl/vnmrsys/data- dof 0
/fukushima7/cisEt_~ dm nnn
h.fid dmm c
ACQUISITION amg 200
sfrq 399.956 dseq
tn H1 dres 1.0
at 3.744 homo
np 44928 PROCESSING
sw 6000.6 wtfile
b not used proc £t Tc
bs 1 fn not used
tpwr 61 math £
bW 5.5
aL 1.256 werr react
tof 600.0 wexp procplot
nt 16 wbs
ct 16 wat
alock n
gain not used
FLAGS
i1 n .
in n
dp b
hs nn
DISPLAY ‘
sp -80.0 /
wp 4079.4 |
vs 214
sc 0 (
we 380 /
hzmn 10.74
is 847.67
rfl 375.0
rfp 4
th 20
ins 100.000
om ph
— T T T I — — — T — 7T I — —— T T
9 8 7 5 4 3 2 ppm
— T ! . T L T T T —— T T
0.40 0.38 0.19 4.76 54.40
0.14 38.91 0.14 0.16 0.52
fukushima?/cisEt
expl00 stdlic
SAMPLE DEC. & VT
date Nov 28 2013 dfrq 399.956
solvent cpc13 dn H 13C NMR (CDCls, 100.6 MHz)
file /export/home/~ dpwr 41 Tc
vomrl/vnnrsys/data- dof o
/fukushima7/cisEtr~ dm yvy
c.fid dmm w
ACQUISITION amg 10380
sfrq 100.579 dseq garpl
tn C13  dres 1.0
at 2.621 homo n
np 131072 PROCESSING
sw 25000.0 1b 1.00
b not used wtfile
bs 16 proc £t
tpwr 56 fn not used
pw 5.0 math £
a1 0.801
tof 1000.0 werr react
nt 2048 wexp procplot
3 972 wbs
alock n wat
gain not used
FLAGS
i1 n
in n
dp Yy
hs nn
DISPLAY
sp -1998.1
wp 24999.6
vs 214
sc [
we 380
hzmm 0.32
is 500.00
rfl 9752.3
rfp 7753.8
th 15
ins 500.000
mn no ph
L e e B L e L0 e T
220 200 180 160 140 120 100 80 60 40 20 ppm

SS11



fukushima5/PrN

expl00 stdlh

SAMPLE DEC. & VT
date Dec 27 2012 dfrq 399.956
solvent cpc13  dn HL
file /export/home/~ dpwr 20 "H NMR (CDCls, 400 MHz)
vamrl/vomrsys/data~ dof o 10b
/fukushima5/PrN_h.~ dm nnn
fid dmm c
ACQUISITION amg 200
sfrq 399.956 dseq
ta HL dres 1.0
at 3.744 homo
np 44928 PROCESSING
sw 6000.6 wtfile
b not used proc £t
bs 1 fn not used /\./NH
tpwr 60 math £
ow 5.5 10b /
ai 1.256 werr react (
tof 600.0 wexp procplot
nt 16 wbs
ct 16 wnt [
alock n
gain not used
FLAGS |
i1 n
in n
dp b
hs nn
DISPLAY /
sp -80.0 ( /
wp 4079.4
vs 214
sc 0 |
we 380 |
hzmm 10.74
is 2153.82 ‘
rel 377.4 |
rfp 4
th 20
ins 100.000
om ph |
|
f
. B IR | . PR AL e
— T T T T I — — T — 7T — T —— — — |
9 8 7 6 5 4 3 2 1 ppm
[EE— L ; I ; . L ; I L ; I ; o
0.80 0.03 15.06 21.62 4.37
19.84 15.09 23.18 0.01
fukushima$/PrN
expl00 stdlic
SAMPLE DEC. & VT
date Dec 27 2012 dfrq 399.956
solvent cpc13  dn HL 1
file /export/home/- dpwr 40 °C NMR (CDCls, 100.6 MHz)
vnmrl/vomrsys/data~ dof 0 10b
/fukushima5/PrN_c.~ dm yvy
fid dmm w
ACQUISITION amg 8985
sfrq 100.579 dseq garpl
tn C13  dres 1.0
at 1.199 homo n
np 59968 PROCESSING
sw 25000.0 1b 1.00
b not used wtfile
bs 16 proc £t
tpwr 55 fn not used
pw 5.0 math £
a1 0.801
tof 1000.0 werr react
nt 1024 wexp procplot
3 1024 wbs
alock n wat
gain not used
FLAGS
i1 n
in n
dp Yy
hs nn
DISPLAY
sp -1995.0
wp 24999.2
vs 214
sc [
we 380
hzmm 0.50
is 500.00
rfl 9749.6
rfp 7753.8
th 20
ins 500.000
mn no ph
L e e e e e L B L . e e s
220 200 180 160 140 120 100 80 60 40 20 0 ppm

SS12



fukushima4/NBzallene

expl00 stdlh
H NMR (CDClj, 400 MHz)
SAMPLE DEC. & VT 11a
date Nov 7 2012 dfrq 399.956
solvent cpc13  dn HL
file /export/home/- dpwr 20
el enmaeye/date. 4ot o EtO,C._ _CO,Et
/fukushima4/NBzall~ dm nnn
ene h.fid dmm c |
ACQUISITION amg 200 o
sfrq 399.956 dseq
tn HL dres 1.0 N\/:':
at 3.744 homo
np 44928 PROCESSING
sw 6000.6 wtfile 11a [
£b not used proc £t |
bs 1 fn not used |
tpwr 61 math £
pw 5.5 J
ar 1.256 werr react
tof 600.0 wexp procplot
nt 16 wbs
ct 16 wnt
alock n .
gain not used (
FLAGS )
i1 n
in n
dp Yy
hs nn
DISPLAY
sp -80.0
wp 4079.4 V
vs 214
sc 0
we 380
hzmn 10.74
is 1118.32
rfl 383.6 ‘
rep 4
th 20
ins 100.000
om ph
f
f
o 0 L
— T T T T I — — — T T —— T — |
9 8 7 6 5 3 2 ppm
[ ; 1 ; . L ; I ; ; . L . .
25.89 39.47 2.78 .87
3.55 0.23 25.32 1.88
fukushima4/NBzallene
expl00 stdlic
SAMPLE DEC. & VT
date Nov 7 2012 dfrq 399.956 13C NMR (CDCl3, 100.6 MHz)
solvent cpc13  dn HL
file /export/home/- dpwr a2 Ma
vomrl/vnnrsys/data- dof o
/fukushimad/NBzall~ dm yvy
ene c.fid dmm w
ACQUISITION amg 11088
sfrq 100.579 dseq garpl
tn C13  dres 1.0
at 1.199 homo n
np 59968 PROCESSING
sw 25000.0 1b 1.00
b not used wtfile
bs 16 proc £t
tpwr 56 fn not used
pw 5.0 math £
a1 0.801
tof 1000.0 werr react
nt 8192 wexp procplot
et 8192 wbs
alock n wat
gain not used
FLAGS
i1 n
in n
ap y
hs nn
DISPLAY
sp -1994.2
wp 24999.2
vs 431
sc [
we 380
hzmm 0.37
is 500.00
rfl 9748.8
rfp 7753.8
th 10
ins 500.000
mn no ph
L e e e e . e e e e T T T i T T LB e e e LR e e e
220 200 180 160 140 120 100 80 60 40 20 0 ppm

SS13



fukushima5/PrNCCC

expl00 stdlh
SAMPLE DEC. & VT
date Jan 8 2013 dfrq 399.956
solvent cpc13  dn HL
file /export/home/- dpwr 20 "H NMR (CDCls, 400 MHz)
vnmrl/vomrsys/data~ dof o 11b
/fukushima5/PrNCCC~ dm nnn
h.fid dmm c
ACQUISITION ang 200 EtOZC COZE‘
sfrq 399.956 dseq
at 3.744 homo O
np 44928 PROCESSING
sw 6000.6 wtfile
£b not used proc £t N
bs 1 fn not used Py \/I
tpwr 60 math £
pw 5.5
a 1.256 werr react 1b
tof 600.0 wexp procplot
nt 16 wbs
ct 16 wnt
alock n
gain not used
FLAGS
i1 n
in n
dp b
hs nn
DISPLAY
sp -80.0
wp 4079.4
vs 214
sc 0
we 380
hzmm 10.74
is 1151.45
rfl 373.2
rep 4
th 20
ins 100.000 |
nm ph .
f
. . [T W S K I - ﬂ_. ..JJ PR L S . J .
T s o L s s e e A B s e e e RS A — T — T — 1 —
9 8 7 6 5 4 3 2 1 pPpm
— T L I T T T T
0.04 4.31 24.85 48.22 2.27
0.03 11.78 8.53 -0.03
fukushima$/PrNcce
expl00 stdlic
SAMPLE DEC. & VT
date Jan 8 2013 dfrq 399.956
solvent cpc13  dn HL 3C NMR (CDCl3, 100.6 MHz)
file /export/home/- dpwr 40
vomrl/vamrsys/data- dof 0 11b
/fukushimas/PrNCCC~ dm yvy
c.fid dmm w
ACQUISITION amg 8985
sfrq 100.579 dseq garpl
tn C13  dres 1.0
at 1.199 homo n
np 59968 PROCESSING
sw 25000.0 1b 1.00
b not used wtfile
bs 16 proc £t
tpwr 55 fn not used
pw 5.0 math £
a1 0.801
tof 1000.0 werr react
nt 4096  wexp procplot
et 4096 wbs
alock n wat
gain not used
FLAGS
i1 n
in n
ap y
hs nn
DISPLAY
sp -1998.1
wp 24999.2
vs 214
sc [
we 380
hzmm 1.41
is 500.00
rfl 9752.7
rfp 7753.8
th 20
ins 500.000
mn no ph
e s " " A A " " Loyl " " N "
i W ¥ ¥ " " W TR W o i u
LB e e e . e T L e e L o T BRI e T T T
220 200 180 160 140 120 100 80 60 40 20 0 ppm

SS14



fukushima5/NCCCL

SS15

expl00 stdlh
SAMPLE DEC. & VT
date Nov 15 2012 dfr 399.956
sotvent . coe1s an | 5 "HNMR (CDCls, 400 MHz)
file /export/home/~ dpwr 20 12a
vamrl/vomrsys/data- dof 0
/fukushima5/NCCC1_~ dm nnn
h.fid dmm e EtO,C. CO:Et
ACQUISITION amg 200
sfrq 399.956 dseq
tn HL dres 1.0
at 3.744 homo
np 44928 PROCESSING
sw 6000.6 wtfile
b not used proc £t
bs 1 fn not used
tpwr 60 math £
bW 5.5
aL 1.256 werr react
tof 600.0 wexp procplot
nt 16 wbs
ct 16 wat
alock y
gain not used
FLAGS
i1 n
in n
dp b
hs nn
DISPLAY /
sp -80.0
wp 4079.4
vs 214
sc 0
we 380 /
hzmm 10.74 |
is 1313.12
rfl 382.2 |
rfp 0 |
th 20
ins 100.000
nm  ph “
f
|
. SV L SO, - SRR % (ST L — PN
— T T — — I — T T — T T T — T —— T T T
9 8 7 6 5 4 3 2 ppm
. L T T L T T T
21.15 41.21 0.08 -1.18 .17
0.19 11.03 -0.42 26.53 .24
fukushimas/Ncccl
expl00 stdlic
SAMPLE DEC. & VT
date Nov 15 2012 dfrg 399.956 13C NMR (CDCl3, 100.6 MHz)
solvent cpc13  dn HL
file /export/home/- dpwr 41 12a
vomrl/vnnrsys/data- dof o
/fukushima5/NCCC1_~ dm yvy
c.fid dmm w
ACQUISITION amg 11088
sfrq 100.579 dseq garpl
tn C13  dres 1.0
at 1.199 homo n
np 59968 PROCESSING
sw 25000.0 1b 1.00
b not used wtfile
bs 16 proc £t
tpwr 56 fn not used
pw 5.0 math £
a1 0.801
tof 1000.0 werr react
nt 2048 wexp procplot
3 2048 wbs
alock n wat
gain not used
FLAGS
i1 n
in n
dp Yy
hs nn
DISPLAY
sp -1995.8
wp 24999.2
vs 214
sc [
we 380
hzmm 0.78
is 500.00
rfl 9750.4
rfp 7753.8
th 20
ins 500.000
mn no ph
’ A - bt i . . e ; " n
W by AL ¥ J Y g L o y y y g L Y
L e L . e e T L e e T T T L e T T T
220 200 180 160 140 120 100 80 60 40 20 ppm



fukushima5/NCCBr

SS16

expl00 stdlh
"H NMR (CDCl3, 400 MHz)
SAMPLE DEC. & VT
date Nov 22 2012 dfrq 399.956 12b
solvent cpCc13  dn HL
file /export/home/~ dpwr 20 EtOZC C;O2Et
vamrl/vnmrsys/data- dof 0 H
/fukushima5/NCCBr_~ dm nnn fe H
h.fid dmm c o Br
ACQUISITION dmg 200 o
sfrq 399.956 dseq N \
tn HL dres 1.0 H
at 3.744 homo H
np 44928 PROCESSING
sw 6000.6 wtfile
b not used proc £t 12b
bs 1 fn not used
tpwr 60 math £
bW 5.5
aL 1.256 werr react
tof 600.0 wexp procplot
nt 16 wbs
ct 16 wat
alock n
gain not used
FLAGS
i1 n
in n {
dp b |
hs nn ‘
DISPLAY ‘
sp -80.0 |
wp 4079.4
vs 220
sc 0
we 380
hzmm 10.74
is 1941.32
rfl 382.4
rfp 4
th 20 |
ins 100.000
om ph
|
|
‘ |
| J
g |
| f
| | /o
/ / /
I B ) W S - il y Y
— T T — T T T — T T T — T —— — T T — |
9 8 7 5 4 3 2 ppm
T — T T L ! — —
19.18 2.85 26.67 -0.04 0.28 26.06 4.33
3.01 0.16 12.92 0.62 2.46 1.50 0.01
fukushimas/NCCBx
expl00 stdlic
SAMPLE DEC. & VT
date Nov 22 2012 dfrq 399.956 "C NMR (CDCl3, 100.6 MHz)
solvent CcDC13  dn H1 12b
file /export/home/- dpwr 40
vomrl/vnnrsys/data- dof o
/fukushima5/NCCBr_~ dm yvy
c.fid dmm w
ACQUISITION amg 8985
sfrq 100.579 dseq garpl
tn C13  dres 1.0
at 1.199 homo n
np 59968 PROCESSING
sw 25000.0 1b 1.00
b not used wtfile
bs 16 proc £t
tpwr 55 fn not used
pw 5.0 math £
a1 0.801
tof 1000.0 werr react
nt 2048 wexp procplot
3 2048 wbs
alock n wat
gain not used
FLAGS
i1 n
in n
dp Yy
hs nn
DISPLAY
sp -1996.5
wp 24999.2
vs 214
sc [
we 380
hzmm 0.46
is 500.00
rfl 9751.1
rfp 7753.8
th 20
ins 500.000
mn no ph
L e e L e sy T L e N e N T T
220 200 180 160 140 120 100 80 60 40 20 0 ppm



fukushima6/BzNI

expl00 stdlh
SAMPLE DEC. & VT
dste  oul 23 2013 atrq 399.956 "HNMR (CDCls, 400 MHz)
solvent CDC13  dn H1 12¢
file /export/home/~ dpwr 20
vamrl/vnmrsys/data- dof 0
/fukushima6/BzNI_h~ dm nnn EtOQC CC)2Et
.fid dmm c
ACQUISITION amg 200
sfrq 399.956 dseq |
tn HL dres 1.0
at 3.744 homo n
np 44928 PROCESSING
sw 6000.6 wtfile H
b not used proc £t H /
bs 1 fa not used ( (
tpwr 61 math £ 12¢
bW 5.5
a1 1.256 werr react
tof 600.0 wexp procplot
nt 16 wbs
ct 16 wat
alock n
gain not used (
\ |
i1 n
: : |
dp b |
hs nn
DISPLAY
sp -80.0
wp 4079.4
vs 214
s 0
we 380
hzmn 10.74
is 1991.64
rfl 380.0
rfp 4
th 20
ins 100.000
om ph
(
|
/
|
f |
|
/ /
J
( (o ( I
| ]
|
P S W - L. - . » - PR .
— T T — — — T I — — T T — T —— — — |
9 8 6 5 4 3 2 1 pPpm
— ; ; I . L ; P L . .
20.39 4.02 24.96 -0.11 0.51
4.00 4.04 15.71 25.87 0.61
fukushima6/BzNI
expl00 stdlic
SAMPLE DEC. & VI 13C NMR (CDCl3, 100.6 MHz)
date Jul 23 2013 dfrg 399.956
solvent €DC13  dn HL 12¢
file /export/home/- dpwr 41
vomrl/vnnrsys/data- dof o
/fukushimaé/BzNI_c~ dm yvy
.fid dmm w
ACQUISITION amg 10380
sfrq 100.579 dseq garpl
tn C13  dres 1.0
at 1.199 homo n
np 59968 PROCESSING
sw 25000.0 1b 1.00
b not used wtfile
bs 16 proc £t
tpwr 56 fn not used
pw 5.0 math £
a1 0.801
tof 1000.0 werr react
nt 2048 wexp procplot
3 2048 wbs
alock n wat
gain not used
FLAGS
i1 n
in n
dp Yy
hs nn
DISPLAY
sp -1998.8
wp 24999.2
vs 214
sc [
we 380
hzmm 2.33
is 500.00
rfl 9753.4
rfp 7753.8
th 20
ins 500.000
mn no ph
L f J " .\ " |
L e N e T L e e e e L e e e - L e e e . e e
220 200 180 160 140 120 100 80 60 40 20 0 ppm

SS17



fukushima5/PrNCyc

SS18

expl00 stdlh
SAMPLE DEC. & VT
date gan 18 2013 atrq 399.95s 'H NMR (CDCls, 400 MHz)
solvent cpc13 dn a 12d
file /export/home/- dpwr 20
vomrl/vnmrsys/data- dof 0
/fukushima5/PrNCyc~ dm nnn
_h.fid dmm c
ACQUISITION amg 200
sfrq 399.956 dseq
ta HL dres 1.0
at 3.744 homo n
np 44928 PROCESSING
sw 6000.6 wtfile
b not used proc £t
bs 1 fn not used
tpwr 60 math £
pw 5.5
ai 1.256 werr react
tof 600.0 wexp procplot
nt 16 wbs
ct 16 wat
alock n
gain not used
FLAGS
i1 n
in n
dp b
hs nn
DISPLAY
sp -80.0
wp 4079.4
vs 214
sc o
we 380
hzmn 10.74
is 1197.79
rfl 374.7
rp 4
th 20
ins 100.000
om ph
|
|
/
- : ) S— WM. o » A
— T T T — T T — — T I — — T T — |
9 8 7 5 4 3 ppm
L ; I ; I ; I ; . L ; ; P L . .
0.56 0.33 24.36 43.87 2.45
7.88 20.82 -0.37 0.09
fukushima5/PrNCyc
expl00 stdlic
smpz oEc. & vr 13C NMR (CDCls, 100.6 MHz)
date Jan 18 2013 dfrq 399.956
solvent cpc13  dn HL 12d
file /export/home/- dpwr 40
vomrl/vnnrsys/data- dof o
/fukushima5/PrNCyc~ dm yvy
c.fid dmm w
ACQUISITION amg 8985
sfrq 100.579 dseq garpl
tn C13  dres 1.0
at 1.199 homo n
np 59968 PROCESSING
sw 25000.0 1b 1.00
b not used wtfile
bs 16 proc £t
tpwr 55 fn not used
pw 5.0 math £
a1 0.801
tof 1000.0 werr react
nt 2048 wexp procplot
et 2048 wbs
alock n wat
gain not used
FLAGS
i1 n
in n
ap y
hs nn
DISPLAY
sp -1996.5
wp 24999.2
vs 214
sc [
we 380
hzmm 2.24
is 500.00
rfl 9751.1
rfp 7753.8
th 13
ins 500.000
mn no ph
L e e et T L L B L T T L s e
220 200 180 160 140 120 100 80 60 40 20 0 ppm



fukushima6/BrNPr
expl00 stdlh
SAMPLE DEC. & VT
date Aug 2 2013 dfrq 399.956
solvent cpc13  dn HL
file /export/home/~ dpwr 20 "H NMR (CDCls, 400 MHz)
vamrl/vomrsys/data~ dof o 12e
/fukushima6/BrNPr_~ dm nnn
h.fid dmm c
ACQUISITION amg 200
sfrq 399.956 dseq ElOQC CozEt
tn HL dres 1.0
at 3.744 homo
np 44928 PROCESSING
sw 6000.6 wtfile
b not used proc £t
bs 1 fn not used
tpwr 61 math £ /
bW 5.5
a1 1.256 werr react
tof 600.0 wexp procplot
nt 16 wbs
ct 16 wat
alock n
gain not used
FLAGS
i1 n
in n
dp b
hs nn
DISPLAY
sp -80.0
wp 4079.4
vs 214
sc 0
we 380
hzmn 10.74
is 931.29
rfl 371.9
rfp 4
th 20
ins 100.000
om ph J
- . - o I [ S .
— T T — T — T T T ——T — T T
9 8 7 6 5 3 2 1 pPpm
— T — T T ! T L ! . T
0.32 .77 -0.07 23.42
0.04 3.67 20.37 1.65 0.48
fukushima6/BrNPr
expl00 stdlic
SAMPLE DEC. & VT
date Aug 2 2013 dfrg 399.956
solvent cpc13  dn HL 3C NMR (CDCls, 100.6 MHz)
file /export/home/- dpwr 41
vomrl/vomrsys/data~ dof 0 12e
/fukushimaé/BrNPr_~ dm yvy
c.fid dmm w
ACQUISITION amg 10380
sfrq 100.579 dseq garpl
tn C13  dres 1.0
at 1.199 homo n
np 59968 PROCESSING
sw 25000.0 1b 1.00
b not used wtfile
bs 16 proc £t
tpwr 56 fn not used
pw 5.0 math £
a1 0.801
tof 1000.0 werr react
nt 2048 wexp procplot
3 2048 wbs
alock n wat
gain not used
FLAGS
i1 n
in n
dp Yy
hs nn
DISPLAY
sp -1997.3
wp 24999.2
vs 214
sc [
we 380
hzmm 0.39
is 500.00
rfl 9751.9
rfp 7753.8
th 20
ins 500.000
mn no ph
ol L m o A i .J ‘ ‘ ol JL. | M b " "
i Y Y W o Y W ¥ l ¥ . "
220 200 180 160 140 120 100 80 60 40 20 0 ppm

SS19



fukushima6/INPr

expl00 stdlh

SAMPLE DEC. & VT
date Aug 5 2013 dfrq 399.956
solvent cpc13  dn HL "H NMR (CDCls, 400 MHz)
file /export/home/- dpwr 20 12f
vamrl/vomrsys/data~ dof 0
/fukushima6/INPr_h~ dm nnn

(fid dmm c

ACQUISITION dme 200 Etozc COZEt
sfrq 399.956 dseq
tn Hl dres 1.0
at 3.744 homo |
np 44928 PROCESSING
sw 6000.6 wtfile
b not used proc £t
bs 1 fn not used |
tpwr 61 math £ H |
W 5.5 ‘
ai 1.256 werr react
tof 600.0 wexp procplot
nt 16 wbs
ct 16 wnt |
alock n I
gain not used ‘
FLAGS
i1 n /
in n I
dp b ‘
hs nn |
DISPLAY
sp -80.0 /
wp 4079.4 /
vs 214 .
sc 0
we 380
hzmn 10.74
is 987.46
rfl 371.4
rfp 4 “
th 20
ins 100.000
nm ph
- - _J R W RPN . e S R R anad S
L s o A s e T s o e e S s e e e L e e e A e e e e L B e e s m
9 8 7 6 5 4 3 2 1
L ; . L ; L ; I P ; L
0.20 0.03 44.43 0.71 45.85
7.73 0.20 0.20 0.32

fukushima6/INPE

expl00 stdl3c

date Aug 5 2013 dfr 399.956

solvent cocls dn n 13C NMR (CDCls, 100.6 MHz)

file /export/home/~ dpwr 41 12f

vamrl/vamrsys/data~ dof 0

/fukushima6/INPr c~ dm Yy

.fid dmm w

ACQUISITION dmf 10380

sfrq 100.579 dseq garpl

tn C13 dres 1.0

at 1.199 homo n

np 59968 PROCESSING

£fb not used wtfile

bs 16 proc ft

tpwr 56 fn not used

pw 5.0 math £

d1 0.801

tof 1000.0 werr react

nt 2048 wexp procplot

alock n wnt

gain not used

il n

dp Yy

wp 24999.2

vs 214

sc 0

we 380

‘hzmm 0.39

rfl 9751.9

rfp 7753.8

th 20

ins 500.000

nm no ph

A g A o o i ombramios ‘

SS20



fukushima6/CO2Hr

expl00 stdlh
samPLE DEC. & VT
date May 14 2013 dfrq 399.956 "H NMR (CDCls, 400 MHz)
solvent cpc13 dn HL 13
file /export/home/~ dpwr 20
vomrl/vnmrsys/data~ dof )
/fukushima6/CO2Hr_~ dm non Eto20 002 Et
h.£id dmm e
ACQUISITION an 200 H
sfrq 399.956 dseq 0 W
tn HL dres 1.0
at 3.744 homo “\COQH
np 44928 PROCESSING H
sw 6000.6 wtfile O
b not used proc £t ‘
bs 1 fa not used
tpwr 61 math £ 13 |
pw 5.5
a1 1.256 werr react
tof 600.0 wexp procplot
nt 16 wbs
ct 16 wnt
alock n
gain not used
FLAGS
i1 n
in n
dp b
hs nn
DISPLAY
sp -80.0
wp 4079.4
vs 214
sc 0
we 380
hzmm 10.74
is 1296.67
rel 376.0
rep 0
th 20
ins 100.000
mm ph
|
\
|
|
J /
|
|
| /
f s
— . _ - . e M AL . o R . L
—— T T T
9 8 7 6 5 4 3 ppm
S ; L ; . . ‘ .
6.16 0.04 41.18 0.04 37.85 1.59
0.36 0.25 11.17 -0.19 1.56
fukushima6/CO2Hr
expl00  stdllc
SAMPLE DEC. & VT
date May 14 2013 dfrg 399.956
solvent cpc13 dn H
file /export/home/~ dpwr a1 13C NMR (CDCls, 100.6 MHz)
vomrl/vnmrsys/data~ dof 0
/fukushima6/CO2Hr_~ dm vy 13
c.£id dmm w
ACQUISITION ame 10380
sfrq 100.579 dseq garpl
tn €13 dres 1.0
at 1.199 homo n
np 59968 PROCESSING
sw 25000.0 1b 1.00
Y not used wtfile
bs 16 proc £t
tpwr 56 fn not used
pw 5.0 math £
a1 0.801
tof 1000.0 werr react
nt 2048 wexp procplot
ct 2048 wbs
alock n wat
gain not used
FLAGS
i1 n
in n
dp Yy
hs nn
DISPLAY
sp -1996.5
wp 24999.2
ve 214
sc o
we 380
hzmm 0.34
is 500.00
rel 9751.1
rep 7753.8
th 20
ins 500.000
nm no ph
m o | “ " " e " " d p JH ik n
L e o L e e e e e e L ANL AL e L e e L o O O L o T T T 7 T i
220 200 180 160 140 120 100 80 60 40 20 ppm

SS21



fukushima6/CO2Me

expl00 stdlh

§S22

SAMPLE DEC. & VT
date May 29 2013 dfrq 399.956 "H NMR (CDCls, 400 MHz)
solvent cpc13  dn HL
file /export/home/- dpwr 20 14
vomrl/vnmrsys/data- dof 0
/fukushima6/CO2Me ~ dm nnn EtOZC COZEt
h.fid dmm c
ACQUISITION dmg 200 <H
sfrq 399.956 dseq
- w aves o GO, Me
at 3.744 homo
np 44928 PROCESSING o) H
sw 6000.6 wtfile o
b not used proc £t
bs 1 fn not used 14
tpwr 61 math £
pw 5.5 ,
ai 1.256 werr react
tof 600.0 wexp procplot
nt 16 wbs
ct 16 wat
alock n
gain not used
FLAGS
i1 n
in n
dp b
hs nn
DISPLAY
sp -80.0
wp 4079.4
vs 214
sc 0
we 380 -
hzmn 10.74 (
is 695.62
rfl 377.6
rfp o |
th 20
ins 100.000
om ph
|
- -l
M-~ — T | S
— T T T I — T — T T T — — — |
9 8 7 5 4 3 2 1 ppm
[ ; - [E—
0.62 1.31 2.25
63.90 31.91
fukushima6/Co2Me
expl00 stdllc
SaMPLE DEC. & VT 3C NMR (CDCl3, 100.6 MHz)
date May 29 2013 dfrg 399.956 14
solvent cpc13  dn HL
file /export/home/- dpwr 41
vomrl/vnnrsys/data- dof o
/£ukushima6/CO2Me_~ dm yvy
c.fid dmm w
ACQUISITION amg 10380
sfrq 100.579 dseq garpl
tn C13  dres 1.0
at 1.199 homo n
np 59968 PROCESSING
sw 25000.0 1b 1.00
b not used wtfile
bs 16 proc £t
tpwr 56 fn not used
pw 5.0 math £
a1 0.801
tof 1000.0 werr react
nt 2048 wexp procplot
3 2048 wbs
alock n wat
gain not used
FLAGS
i1 n
in n
dp Yy
hs nn
DISPLAY
sp -1995.8
wp 24999.2
vs 214
sc [
we 380
hzmm 3.12
is 500.00
rfl 9750.4
rfp 7753.8
th 20
ins 500.000
mn no ph
L e B T L e e LB T T T L e L L
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fukushima6/NBz

expl00 stdlh

SAMPLE DEC. & VT
date gun 14 2013 afrq 399.956 'H NMR (CDCl5, 400 MHz)
solvent pc13 an B 15a
£ile /export/home/~ dpwr 20
vomrl/vomrsys/data~ dof o
/fukushima6/NBz_h.~ dm nnn
fid dmm e EtC,C CO,Et
ACQUISITION ant 200
strq 399.956 dseq H
tn HL dres 1.0
= °© /CONHCH,
np 14928 PROCESSING H
aw 6000.6 wtfile Q -
£ not used proc £t
bs 1 fn not used
tpwr 61 math £ 15a
- 5.5
ar 1.256 werr react
tof 600.0 wexp procplot
nt 16 wbs
ct 16 wat
alock y
gain not used
FLAGS
i1 n
in n ‘
dp b |
hs an ‘
DISPLAY
sp -80.0 ‘
wp 4079.4
vs 214 ‘
sc o ( ‘
we 380 ‘
hzmm 10.74 (
is 1431.88 ‘ )
rel 382.7 | /
rfp 0 ‘
th 20
ins 100.000
nm ph
L e S e e e L S B e B A T T — T T T T T
9 8 7 6 5 3 ppm
[ [ ; . ; . . [
21.10 39.34 -0.31 1.62
3.72 8.34 26.19
fukushima6/NBz
expl00  stdlic
SAMPLE DEC. & VT
date Jun 14 2013 dfrq 399.956 '3C NMR (CDCl5, 100.6 MHz)
solvent CcDC13  dn H1 15a
£ile /export/home/~ dpwr 41
vomrl/vomrsys/data~ dof o
/£ukushima6/NBz_c.- dm vy
£id  dmm w
ACQUISITION ame 10380
strq 100.579 dseq garpl
n C13  dres 1.0
at 1.199  homo n
np 59968 PROCESSING
o 25000.0 1b 1.00
£b not used wtfile
bs 16 proc e
tpwr 56 fn not used
pw 5.0 math £
ar 0.801
tof 1000.0 werr react
at 2048 wexp procplot
ct 2048 wbs
alock n wat
gain not used
FLAGS
i1 n
in n
ap y
hs nn
DISPLAY
sp -1995.8
wp 24999.2
vs 214
sc o
we 380
hzmm 0.89
is 500.00
rel 9750.4
rfp 7753.8
th 19
ins 500.000
om no ph
L L I o N L L A S A NN e T (R T ™ ™ T T T
220 200 180 160 140 120 100 80 60 40 20 ppm
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fukushima7/BzCl

expl00 stdlh

H NMR (CDCls, 400 MHz)

SAMPLE DEC. & VT
date Aug 23 2013 dfrq 399.956 15b
solvent cDe13 dn HL
£ile /export/home/~ dpwr 20
vomrl/vomrsys/data~ dof 0
/fukushima7/BzC1_h~ dm nnn EtOZC COgEt
.fid damm <
ACQUISITION amg 200 ~H
stx 399.956 dse :
m“‘ m drer o CONHCH, cl
at 3.744  homo
np 44928 PROCESSING (9] H
s 6000.6 wtfile
£ not used proc £t
bs 1 fn not used 15b
tpwr 61 math £
pw 5.5
ar 1.256 werr react
tof 600.0 wexp procplot
nt 16 wbs
ct 16 wat /
alock n
gain not used
FLAGS
i1 n {
in n
dp b
hs an
DISPLAY
sp -80.0
wp 4079.4
vs 214
sc o
we 380
hzmm 10.74
is 1121.27
rel 377.6
rfp o
th 20
ins 100.000
nm  ph ‘
|
. _ . — S PR
—— T T T T T T T T T T T — T T — — T T
9 8 7 6 5 4 3 2 1 pPpm
—— — T — T T
18.05 0.03 0.30 0.27
4.16 48.58 28.61
fukushima7/BzCl
expl00  stdllc
SAMPLE DEC. & VT 13,
date Aug 23 2013 dfrg 399.956 C NMR (CDCl;, 100.6 MHz)
solvent cDC13  dn H 15b
£ile /export/home/~ dpwr 41
vomrl/vomrsys/data~ dof o
/fukushima7/BzCl_c- dm yvy
L£id  dmm w
ACQUISITION ame 10380
strq 100.579 dseq garpl
n C13  dres 1.0
at 1.199  homo n
np 59968 PROCESSING
o 25000.0 1b 1.00
£b not used wtfile
bs 16 proc e
tpwr 56 fn not used
pw 5.0 math £
a1 0.801
tof 1000.0 werr react
at 2048 wexp procplot
ct 2048 wbs
alock n wat
gain not used
FLAGS
i1 n
in n
dp Yy
hs nn
DISPLAY
sp -1998.1
wp 24999.2
vs 214
sc o
we 380
hzmm 0.82
is 500.00
rel 9752.7
rfp 7753.8
th 20
ins 500.000
om no ph
" m L " N " al " " " n " |
y f s N W
L L o e e L s ™ T T T T I T T T
220 200 180 160 140 120 100 80 60 40 20 ppm
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fukushima7/Suzuki

expl00 stdlh
SAMPLE DEC. & VT
date  Aug 24 2013 dfrq 399.956 H NMR (CDCls, 400 MHz)
solvent cpc13  dn HL 16a
file /export/home/- dpwr 20
vomrl/vnmrsys/data- dof 0
/fukushima7/Suzuki~ dm nnn
_h.fid dmm c
ACQUISITION amg 200
sfrq 399.956 dseq
tn HL dres 1.0
at 3.744 homo
np 44928 PROCESSING
sw 6000.6 wtfile
£b not used proc £t Ph - H
bs 1 fn not used H
tpwr 61 math £
bW 5.5
a 16a
tof 600.0 wexp procplot i
nt 16 wbs {
ot 1 e \
alock n J
gain not used ‘ )
FLAGS | |
i1 n |
in n )
dp b
hs nn
DISPLAY
sp -80.0 (
wp 4079.4 (
vs 214 {
ac o
we 380
hzmn 10.74
is 1423.58
rfl 385.5
rfp 4
th 20
ins 100.000
om ph
I
- [ T—" R . e . ol M I VRN, R [T V) [P I S '
— T T — T T I — — T T — T —— — —
9 8 7 6 5 4 3 2 1 pPpm
[ ; . ; . L ; I ; e L ; . L .
0.23 33.32 6.58 0.37 22.12
0.09 -0.08 36.55 0.48 0.33
13C OBSERVE
expl00 stdilc 3C NMR (CDCl3, 100.6 MHz)
sapLz bEc. & ve 16a
date Aug 24 2013 dfrq 399.956
solvent cpc13  dn HL
file /export/home/- dpwr 41
vomrl/vonrsys/data~ dof 0
/fukushima?/Suzuki~ dm yvy
_c.fid dmm w
ACQUISITION amg 10380
sfrq 100.579 dseq garpl
tn €13 dres 1.0
at 1.199 homo n
np 59968 PROCESSING
sw 25000.0 1b 1.00
Y not used wtfile
bs 16 proc £t
tpwr 56 fn not used
pw 5.0 math £
a1 0.801
tof 1000.0 werr react
nt 2048 wexp procplot
et 2048 wbs
alock n wat
gain not used
FLAGS
i1 n
in n
ap ¥
hs nn
DISPLAY
sp -1997.3
wp 24999.2
vs 214
sc 4
we 380
hzmm 0.58
is 500.00
rfl 9751.9
rfp 7753.8
th 20
ins 500.000
om no ph
f . - b " " ol b | . i TP ot
¥ ) Y § il ¥ Ul g Wi wal el o MYy ¥ W
L e e L L 5. T L e L e s e e
220 200 180 160 140 120 100 80 60 40 20 0 ppm
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fukushima7/SuzukiPr

expl00 stdlh

samPLE DEC. & VT
date sep 13 2013 dfrg 399.956
solvent cpc13 dn HL
file /export/home/- dpwr 20 "H NMR (CDCls, 400 MHz)
vomrl/vnmrsys/data- dof )
/fukushima7/Suzuki~ dm nnn 16b
Pr h.fid dmm e
ACQUISITION ang 200
sfrq 399.956 dseq E102C CogEt
tn HL dres 1.0
at 3.744  homo H.. H
np 44928 PROCESSING 0 p Ph /
sw 6000.6 wefile A
£b not used proc £t 'h
bs 1 fa not used N \ {
tpwr 61 math £
ow 5.5 H
a1 1.256 werr react H
tof 600.0 wexp procplot |
nt 16 wbs
- 6 e 16b |
alock n
gain not used g
FLAGS
i1 n
in n
dp b
hs nn
DISPLAY
sp -80.0
wp 4079.4
vs 214
- : | |
we 380 (
hzmm 10.74 )
is 1323.53 | ‘
rfl 380.7 I /
rfp 0 \
th 20 (
ins 100.000
mm ph
|
J
|
|
\
|
f
/ J
|
L S S . SV S
—— T T T — T T
9 8 7 6 5 4 3 2 1 ppm
- . ; . L ; P ; P ; L ; . . ) .
0.09 16.57 19.38 13.28 0.80 1.72
0.11 6.37 3.29 0.22 38.17
fukushima7/SuzukiPr
expl00 stdlic
snreLe vec. & vr 15C NMR (CDCls, 100.6 MHz)
date Sep 13 2013 dfrg 399.956
solvent cDC13  dn HL 16b
file /export/home/- dpwr a1
vomrl/vnnrsys/data- dof 0
/fukushima7/Suzuki- dm yvy
Pr c.fid dmm w
ACQUISITION ame 10380
sfrq 100.579 dseq garpl
tn €13 dres 1.0
at 1.199 homo n
np 59968 PROCESSING
sw 25000.0 1b 1.00
b not used wtfile
bs 16 proc £t
tpwr 56 fn not used
pw 5.0 math £
a1 0.801
tof 1000.0 werr react
nt 2048 wexp procplot
ct 2048 wbs
alock n wat
gain not used
FLAGS
i1 n
in n
dp Yy
hs nn
DISPLAY
sp -1996.5
wp 24999.2
ve 214
sc o
we 380
hzmm 0.63
is 500.00
rel 9751.1
rep 7753.8
th 20
ins 500.000

mn no ph

SS26





