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STANDARD 1H OBSERVE

Pulse Sequence: s2pul

INDEX  FREQUENCY PPH

1 14931.783

10784..
10407581
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STANDARD 1H OBSERVE

Pulse Sequence: s2pul

T T T T T T T T T T
11 10 9 8 7 6 5 3 2 ppm
(U
7.62 7.97
12.19 22.69 a1.78

INDEX  FREQUENCY
14934.225
10560.178

1

19 2592.163
19!

1939.047 25.699
22 1552.060 20.570
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INT 16400
QU 7503.00 Hz
SCANS 8
2.1837 sec
PD 5.0000 sec
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.24 ppm
BF 4.20 Hz
RGAIN 36
a
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< 3 g K]
/ f [ j
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7 5 4 3 2 1
INDEX FREQUENCY PPN HEIGHT
1 14809.375 196.276 9.6
2 12621.742 167.282 14.6
3 10879.692 15.6
a 10509.796 9.8
5 13.7
6 21.0
7 13.6
8 118.5%8 1.8
9 116.688 17.4
10 109.650 19.9
1 1.822 4.5
12 0.9
13 8.2
14 3.1
15 5.2
16 2
17 3
18 t]
19 2365.989 31.358 0
20 2104.742 27.895 .1
21 2094.976 27.766 1
22 1604.223 21.262 s
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STANDARD PROTON PARAMETERS
Pulse Sequence: s2pul
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STANDARD 1M OBSERVE

Pulse Sequence: s2pul

T T T T T
7 6 4 3 2 ppm
——
15776 27.07
46.85
INDEX FREQUENCY PPH HEIGHT
1 13792.758 182.801 7.3
2 12823.500 169.955 16.2
3 10792.126 143.032 8.4
a 10307.477 136.609 12.1
s 9590.881 127.112 9.2
5 9542.050 126.464 15.8
7 9488.336 125.753 13.0
s 9332.076 123.682 .3
3 8763.134 116.142 1.7
10 8331.038 110.414 12.8
1 3194.317 46.312 8.6
12 3042.630 40.325 18.2
13 3021.876  40.050 s3.1
1 5001.123 39.775 105.6
15 2980.370 39.500 121.2
16 2959.617 39.225 100.3
17 2938.860 38.850 a7.8
18 2916.850 38.659 15.5
13 2597.046 34.420 15.3
20 2372.423 31.443 9.9
21 2327.254 30.844 10.3
22 1637.515 21.703 s.0 |
|
|
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FREQUENCY PPN HEIGHT
13794.018 182.817 5.0
12823.500 169.955 11.2
10567.503  140.055 7.4
10336.776  136.997 8.1
9588.439  127.079 8.1
9583.556  127.015 5.2
9517.634 126.141 1.9
9358.933  124.038 5.8
8886.934 117.808 9.1
8343.246  110.576 8.0
3494.317  46.312 5.8
3301.435  43.755 10.1
3042.630 40.325 24.2
3021.876  40.050 72.9
3001.123 39.775 144.2
2380.370 39.500 161.2
2958.396  39.209 131.5
2937.643 38.934 68.2 |
2916.850 38.659 23.1
2594.604 34.387 20.4
2326.033 30.828 ZiL
1998.865 26.492 20.7
1936.605 25.667 5.0
1636.294 21.686 6.6
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STANDARD 1M OBSERVE

Pulse Sequence: s2pul
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STANDARD 1M OBSERVE

Pulse Sequence: s2pul

| i
- v\l T 5 DRSS, T SO . 5, T
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SANPLE DEC. & VT
date Feb 25 2010 dfrg 300.0
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—17.421
08
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41223
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11 3042.630 40.325 13.8
12 3021.876 40.050 1.6
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15 2959.617 35.225 81.5
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18 1591.125 21.088 20.4
13 1548.398 20.522 11.8
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STANDARD 1H OBSERVE

Pulse Sequence: s2pul

S S . PEPRIS S T ——— ——t e
8 7 6 5 a4 3 2 ppm
0.39 2.00 2.26 3.06
L 0.811.17 i)
13C 0BSERVE
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Pulse Sequence: s2pul
expl stdisc
SANPLE avr
date “Feb 24 2010 300.069
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& o salle . &
H] s E IS8R » -1 2
np 3300 S s = l{ﬁq s H ]
sw 20000. © - o sdle = e
fb 9501 S 3 = bl S o
bs 32 pi "t H
3 6.7 fn not used |
d1 2.20
tof werr
nt 26408 wexp
736 wbs i
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gain not used
FLAGS
n n -
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we 25
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t 0 ~3 S
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i o ~ v
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g =
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s S
2 ]
< o
- s
- o
a
s '

T T T T T T
200 180 160 140 120 100
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STANDARD 1H OBSERVE

Pulse Sequence: s2pul

9 8 7 6 5 a4 3 2 ppm
0.77 2.00 0.9%8 - : 2.96
3.00 1.98 2.0 2.86
13C OBSERVE
13C 0BSERVE

Pulse Sequence: s2pul
expl stdi3c
SANPLE oEC.
date Feb 25 2010 dfrq
€0C13  dn
exp  dhp
dof

e
ACQUISITION
sfrg 7.
tn

122 533
118.921
112.110

94
431.583.
31,260

—22.184

213
12.298

=2

nt 2¢408  wexp
512 wbs

n
gafn not used

115.604

O1SPLS

187.722

124.600

T
60 40 20 ppm
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= FALSE
<]
S -
= S(s]
- 5
= 22(4C)
= 11,6[us)
= 3.49175808(s)
= 45[deg]
] = 4[dB)
- = 5.8[us)
- oft
- off
= FALSE
= 1(a]
= 8.49175808(s)
_§ o 1 1
v T T y T T
80 70 6.0 50 4.0 20
N AN U
nNwmMmownoro N o« IQ oy
28
SHRERARSE S REBEAES
L N N S A A T -
per Million : Proton
13C OBSERVE
13C OBSERVE
Pulse Sequence: s2pul
expl stdl3c
SAMPLE I
Mar 3 2010 dfrq i
nt €oC13  dn H
f exp dhp i
ACQUISITION dof
sfrq 75.460
tn c13 -
at 2 o2
" ] af
su o IS
W 3 S5
bs 32 proc " |
W 6. fn not used
a1 2.20
tof werr
nt 20000 wexp
t 608 wbs
alock wnt
gain not used
n N -
n n g s
in n o o e
dp ° E ~ ~
s 3 g e J
S xS
i "
s s
o a s
a =
2 3
" = P2
R g
a
g 18 |5
o <
8 |3
3
b
S
T — T T T T T T T
180 160 140 120 80 40 ppm
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Cl

N
vy Filaname ® L1 miyowaki20131028-1H2-1-
9 © delta
= = proton.jxp
-
‘= CHLOROFORM-D
= 28-0CT-2013 13:24:35
24 = 28-0CT-2013 13:27:33
ad = 28-0CT-2013 13:27:48
-1
© 26214
= Proton
= ppal
- X
= J04-ECXS00
= DELTA2_R®
= 11.7473579(T] (500 rz))
= 2.61881856(s)
=] = 500.15991521 [MEz)
3 = 5.0(ppal
= 32768
= 0.38185158 (He]
= 12.51251251 [kEz)
= 10.01001001 [xHx)
= Proton
= 500.15991521 (e}
= 5.0(pp=)
= Proton
© 500.15991521 (Maz)
= 5.0(ppal
= FALSE
<
= 22.2(dc)
[
1856 (8]
; z 5 i
& o o~ [us)
f."s, S j
i [
3 L _J 1856 (0)
5.1 LA . "3
E
H
= T T T T T T T
9.0 8.0 70 6.0 50 4.0 3.0 20
i A A AN AN 4
i
Sswneo N e MOI\I; TO N -
g g2l 8RS g3az §884
o e~ v s T L P
X : parts per Million : Proton
INDEX  FREQUENCY PPN HETGHT
1 24801.271 1! 6.0
2 18576 147, 3.6
3 17226.073 137.042 7.2
4 16705.003 132.897 5.0
s 16081.744 127.938 21.0
s 15952.857 7.7
? 15796.352 a6
8 15208077 23.2
9 144387.519 6.5
10 14331.648 3.9
1 14268.125 19.3
12 6: 18.0
13 135.1
14 17.6
15 20.4
16 6982.348 5.9
17 2637.943  20.386 19.5
- " U P 0 Y R |
ANy o ; y
T T T T T T T T T T T T T T T
180 160 140 120 100 80 60 a4 ppm
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MeO

=

abundance

4.0

30

20

0

8

~

0.75
TO7
1.

(

2.14

298

212

JEOL
@ RESONANCE

Filonamo = L1_miyawaki20131114-181-1-
delta

Solvent -

proton. 3xp
n

CHLOROFORM-D
14-NOV-2013 1
14-KOV-2013 1

Pro
Ipp=)

x
J4-ECXS00
DELTA2_R®

11.7473579(7] (500 [MuEs])
2.61881856(0]

500.15991521 vliz)
5.0(pp=)

32768

1

0.38185188 (iz)
1251251251 [kitz)
10.01001001 (kRe)

Proton
500.15991521 [Mux)
5.0(pp=)

Proton
500. 15991521 (MEz)
5.0(pp=)

PALSE

Sla)
6

FALSE
1(e]
7.61881856(0)

L e i 4
g a8888888%
S

X : parts per Million : Proton

6.0

4.0

3.860—

20

/)

1.586
1.551
1.513

~=

N

13C OBSERVE
13C OBSERVE
Pulse Sequence: s2pu)
expl stdi3c
SANPLE
date Apr 10 2010 dfrq
solvent 0CI3 d

e oxp di
ACQUISITION dof
sfrq 75.460 dm
n c13  d

197.974

avr
300.068
H1

1.0
0.0
yvy

w

10000
NG

1.00

t
not used

e eem 154,937

132.577
124.972

119.601

113.923

SN —

101.205

—~177.421

" 76.579

71.208

55.740

21.391

Lidia

100

22



(o]
N
H
S
=] &3 0? RESONANC
= Rl Y
Pilenamo = L1_20140128ninahira 1B _6-1
Author dolta
Experimont
S Huomormes
T -
vl 8 S Creaticn, = 28-JAN-2014 1
e ~ « |Revisionrime = 26-gaN-2014 1
¢ 3 = 28-JAN-2014 1
Data Pormat = 1D COMPLEX
Din_Size = 26214
Dim Title = Proton
“w o Dim Units = [ppm)
e ~ Y Dimansions
Q 4 site D04-ECX500
S DELTAZ_NR
1.7473579(7] (S00(MEx])
3. 49175608 (a1
18
< 500.15991521 (Mix)
ST -0 (ppa)
2768
0.28638868 (Xz]
9.38438438 (kHz)
7.50750751 (xHz]
Proton
- ] = 500.15991521 PMz)
Py X = 5.0(ppa)
Tri_Domain = Proton
Tri_Froq = 500.15991521 [Mix)
Tri_Offeot = 5.0(ppm)
1 -
Scans =8
2] Total_Scans =8
CE Rolaxation_Dolay = S(s)
Gain
= 22.41¢C)
= 11.6[us)
= 3.49175808(0)
= 45[deg]
= 4(dB)
=] = 5.8[us]
=, ot
oee
- FALSE
8 = 1(8]
'E l X 9.49175808(s)
5 A . |
- 5
T T T T T T T
9.0 8.0 7.0 6.0 5.0 4.0 3.4
o - Soars o, g = Lna s :
g 5388888859384 gE&R 885
3 LR N A A A N o S S N T Mo
X : parts per Million : Proton

13C OBSERVE
13C OBSERVE
Pulse Sequence: s2pul

std13c

exp1

dp ¥
DISPLAY

sp 1184.0
wp 14040.2
vs 20000
sc

c 250
hzam 56.16
is 500.00
e 8220.7
rfp 5809.8
th

ins 100.000

198.007

119.876
1

60

31.018

a0 ppm

23



& :
=
@
& JEOL
-
& 9 RESONANCE
L X
B ~ | Filonamo = L1_miyawaki20131030-181-1~
RE Q[ Autnor = dolta
) 3 - proton.3xp
LE = CHLOROFORM-D
o = 30-0CT-2013 12:09:59
7 - 12:14:03
o = 30-0CT-2013 12:14:22
- = 1D carrex
e - 26214
~3 It ;-—)
: = JNM-ECXS00
hE = DELTAZ 0@
X = 11.7473579(T) (500 (vae])
- 5 = 2.61619712(s)
hE =1
h = 500.15991521 Mz
] = 5.0(ppal
—_— -1
ak = 0.38223419 [Ex)
- 2 = 12.5250501 [kBz]
= - = 10.02004008 (kux)
- = Proton
< = 500.15991521 [z}
24 = 5.0(pp=)
o = Proton
34 = 500.15991521 (Mix)
= 5.0(ppal
0 2 = FALSE
=3 & -
3 B ] =
<
° = 5(s]
p-E - 52
= 22.2(dc)
X = 11.6(us)
4 = 2.61619712(s)
- 2 @ 45(dog]
CE s > = 4[aB)
- = 5.8(us)
o - off
~ - off
PRk >_§ 3 = FALSE
g Initial Mait = 1(e]
g = titlon_Tise = 7.61619712(s]
i 8 W -~
B O =
]
T T T T
.0 80 7.0 20
« oTom -3 o~ nNoATTOoON w N4
8 33808RAERE §3538580 838 %
o L N N S MEmmmmamn dao -
X : parts per Million : Proton
CAWINALPHA\COMMON\ DEFAULT.ALS EXMOD  SING
. ma o= IRMOD  BCM
S 2% RS MENUF  bem
2 gE =
= OBNUC  13C
OBFRQ 100.40 MHz
| OBFIN 135500.00 Hz
|
PWI 6.00 usec
PW2 26.00 usec
PW3 13.00 usec
POINT 32768
SAMPO 32768
TIMES 2000000
SCANS 776
DUMMY 4
FREQU 2710027 Hz
FILTR ) Hz
ACQT™ 12091 sec
DEADT 19.14 usee
DELAY 14.76 usec
PD 17900 sec
ADBIT 16
RGAIN 34
IRNUC  IH
IRFRQ 399.65 MHz
IRFIN 134500.00 Hz
IRRPW 50 usec
IRATN 511
IRRNS 0
BF 1.66 Hz
Tl 0.
2 0.0¢
3 90.00
T4 100.00
SHMFL  THSAT_1201
SLVNT  CDCL3
LKFIN 61679.0 Hz
LKLEV 200
LGAIN 2%
LKPHS 152
| SIG 928
| | 206¢
12Hz
B w5 e ’
ARy f ¥ L
PPM
175 150 100 75 50 25

24



I=
w

STANDARD IH OBSERVE

Pulse Sequence: s2pul

* o A\ (T ) RN N UF ) SR E— ) WY N W
9 8 7 6 S 4 3 2 ppm
0.727 1 7!! Z:ZB 0.s52
3.64 2.00 0.06 3.42
13C OBSERVE
13C OBSERVE
Pulise Sequence: s2pul
expl stdl3c
SANPLE
date Feb 24 2010 dfrq
solvent €DC13  dn
e exp dhp
ACQUISITION dof
sfrq 75.3:; :m yyy
tn Imn ~ -
at 0 dmf 10000 25 RI: 82 33 s 2
T s o ~ne 4 - N
88 2 3 .i;h ER 3 02
H
8o b
22 S
ER
s
S

v -
180 160 140



I=

STANDARD 1H OBSERVE

Pulse Sequence: s2pul

L . 0T CEENN £ R I & LT b
- r . — . . — S
9 7 6 5 q 3 2 1 ppm
0.31 1.08 1.83 0.03 0.17 P
1.81 0.03 .87 0.93 e PP s
13C 0BSERVE
15C 0BSERVE

Pulse Sequence: s2pul
expl stdisc

os 8 w roo - b ae e
R 3 = S8% s 3 s2 S
B 3 8 235 R e a2 S
N 8 o e - b N o
S8 g = RER < B 88 g
bE 3 = 15 I V]

i

125.102

140.052

128.580

135.473

183.736

I 5 0 P i R

T T T T T T T
180 160 140 120 100 80 60




I=

STANDARD 1H OBSERVE

Pulse Sequence: s2pul

[

u - o N
T T 1§ T T T T T  §
9 8 7 6 5 4 3 2 ppm
—— —— e e e
9.23 5.9 36.12 1.20
22.26 3.72 9.32 2.21
13C OBSERVE
13C OBSERVE
Sequence: s2pul
expl stdi3c
SAMPLE
date May 8 2010
solvent coc13
file oxp
ACQUISITION !
sfrq 7s.48 !
tn
at .80 SoBR S 2
np 32004 i L &
sw 20000 selte r w
b 950 ~RER p- F
bs 3; U
o 6.
a1 2.26
tof
nt 200000 wexp
t 2272 wbs
alock n wnt
sain ot used
FLAGS
e
g
)
M
: : :
& @
3 g
S 4
s
> -
g S
o [F
b
- s
28 7
E 3]
a2 w
T8
~
S
b
-
H
T T T T T T T T T T T T T T T T
180 160 140 120 100 80 60 40 ppm
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I=

30

abi

JEOL
2) RESONANCE

~
16.52

= 11_20140128minahira 18_3-1
= dolta

3 % JI5 /2
] A o =
S L i = 11.7473579(1] (500 0MEE))
- 3i"l"5m(l)
= 500.15991521 [Mix)
= 5.0(ppa)
- 32768

68 (Hz)

= 9.38438438 [kiiz)
= 7.50750751 [kBz]
Proton
500.15991521 [MEz)
5.0(ppa)

500.15991521 (MEz)
0(ppa)

1

L

80 70 60 50

8.650—
7418
7.326

309

296
7270
7.267
7.260
7.258
7.250

X : parts per Million : Proton

13C OBSERVE
13C OBSERVE

Pulse Sequence: s2pul
expl stdi3c

SANPLE
date Mar 6 2010
solvent
file oxp

ACQUISITION
frq 75.460
c13

37.263
—27.960

==277298

5
2
e
- g
-3 g s
< <9 S
se ~ d
b3 o S x
N8 = 3
o
S8
a8 - °
- s e
s H g
a : <
" = 3
5 3
<
& 3
g S
g < =
2|8
2|
2 s
&3
2
3

<
s
R
s
s

T T T T T T T T T T T T T T T T

180 160 140 120 100 80 60 40 ppm




Cl

=

o
E ) ResoNANCE
Filonamo = L1 _miyawaki20131106-1H1-1-
b Author = dalta
“ = proton. 3xp
Samplo_Id an
Solvent = CHLOROPORM-D
Croation Time = 6-NOV-2013 13:38:20
Ravision Time = 6-NOV-2013 13:43:10
Curront_Timo ® 6-NOV-2013 13:43:28
o Data_Format =1
- Dim Gize - 26214
Din_Titlo = Protoa
Dim Units = tppa]
Dimonsions -X
site = J04-ECXS0
Spoctramatar = DELTAZ_MR
Picld Strength = 11,7473579(T) (500[Muz))
X_Acq Duration = 2.61881856(s]
X Domain =18
X Prog = 500.15991521 (ME=)
X_offsat = 5.0(ppal
X_Points = 327
o X proscans a1
a7 X Resolution = 0.38185158 [Hz)
X gwoap .12, [eEx)
X swoap_Clippod = 10.01001001 [kix]
IFr_Domain = Proten
Irz_Froq = 500.15991521 [MHz)
Irz Offset = 5.0[ppal
Tri_Domain = Proton
8 HE Tri] = 500.15991521 (Mz)
N 3 Tri_offsot = 5.0(pp=)
I =
8 -4
Total_Scans =4
<] Rolaxation Delay = S(a]
= r_God: a ;z
Tomp_Got - 22(c]
£-4 3 (N X_90_Width = 11,6[us)
P o= b4 X Aeq_Timo = 2,61801856(s)
x5 = 45(deg)
XAt = 41dB)
X pulse = 5.8[us)
Irz_Modo - off
Tri_Moda - off
Dante_Prosat = FALSE
8 Initial Wait = 1(a]
H ___,k J Ropotition Timo = 7.61691856(s]
i- . L
T T T T T T T T
9.0 8.0 70 6.0 50 40 30 20 1.0 0
b= o MmN A0 =3 MMV NND o o
pas} 2
§ SY8533R3A%NR 40288588% § 8
3 O S S A A MemmE e me - -
X : parts per Million : Proton

e ya
C &
<]
]
3
b E
o
« ]
S
) E
3
it &
3
~ 1
<
]
b
o
g
;_
g
i | n
2200 210.0 2000 190.0 180.0 170.0 160.0 1500 140.0 130.0 1200 110.0 1000 900 $0.0 700 600 500 400 300 200 100 0 -100 -200
=3 oo o 0 0o AN —0 moo
EEH 8 Rgggyess g5SB8383E 3
%ﬁl" 2 28888852 ARRA/RRAN -
X : parts per Million : Carbon13




MeO

I=

S99

P

4
X : pats per Million : Carbon13

154.706 —
132.
129,
126.
124,
118,
13,
100.711 —

A

77.253
77.000
76.747

55.709——

31512—

21.819—

=
: JEOL
<
o 0’ RESONANCE
) Pilenamo © L1_niyawaki20131202-182-1~
Lk ) Author = delta
o
]
=3
31
<
=
P Fiold Strength © 11.7473579(T) (500(MEz))
24 =2 ZAoqburation = 3.49175808(0)
= = Froq = 500.15991521 [Mmz]
offsat = 5.0(ppm]
B E Pointa = 32768
i Pro: -
X Resolution = 0.28638868[Hz)
X_swoap = 9.38438438 [xHz)
<] X Sweap_Clipped = 7.50750751 [kHz]
° Trr_Domain =
Irx_Froq = 500.15991521 (Mae)
Irz_Offoat = 5.0(ppal
< “Domain = Proton
@ _Froq = 500.15991521 (M@z]
Tri_Offsat = 5.0(ppal
a -
o] 5 g & Total scans - &
° Rolaxation Dolay = 5(sl
:_Gain =46
E >_Got: = 22.1ac)
- X_90_Width = 11.6(us]
X Acq_Time = 3.49175808 (0]
X angTa = 45{dag]
o _Ata = aram
i X Pulse = 5.8[us)
IFx_Moda = ot
TeiModa = ofe
Dante_Presat = PALSE
24 Initial Wait = 1[s)
E I Ropatition Timo = 8.49175808(a]
.é 4 A J / S |
T T T T T T
9‘0 8.0 70 6.0 50 40 30 20 1.4
< NRNONN= N-nnnaa
g §5885888 §33308883
= NN v av) BT R P
X : parts per Million : Proton
C g
4) RESONRANCE
b B .
e Pilanazo = L1_miyowaki20131202-13C1-1
Author = dolta
e = carbon. jxp
Sazple_Id B
Solvaat = CHLOROFORM-D
Croation Time 2-DEC-2013
o
Current_Tima
Data_Format
Din Sizo
Dis_Titlo
Dim Units
Dismanoions
sito
« tromotar
i Fiold_Strongth
X_Acq_Duration
X Domain 3¢
XProq 125.76529768 1aix)
X offaot = 100(ppa)
X Points = 32768
::mduﬁc- = 1.22265938(Bz)
_Swoep = 40.06410256 (xHz}
XSwoap_Clipped = 32.05128205 (kiz]
Ifx_Domain = Proton
Irr_¥req = 500.15991521 [Miiz]
Irz_offoot 0lppa)
Clipped TRUE
=5
- TRUE
Noe_Tima = 2(a)
g Ropotition Time = 2.81788928(s]
o
220.0210.0200.0190.0180.0170.0160.01 50.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 100 0 -10.0 -20.0

30



n

N
H
¢}
Pilonaze = L1_20140128ninchira_18_7-1
R 3 © delta
biks Ly
e 11.7473579(7) (500 Ee))
o b | 3.49175808 (8]
N i
500.15991521 MRz
.O(ppa)
32768
1
0.20630068 [Rx)
7.50750751 [kHz]
ton
500.15991521 [MHz)
-0ppa)
Proton
500.15991521 [Muz)
b HH g
3 : -
Sts)
- 50
- 22(45)
11.6(us)
o 3.49175808(s)
< 45(cog)
s
5.8(us)
ofe
Tri_Modo = off
Dante_Presat = FALSE
Initia) Wait = 1(s]
\ﬂ Ropotition Time = 8.49175808(a]
T T T T
0 3.0 7.0 50 30 d
- SO =0 —SoaogToamn TN T v
Z  BOH3IITRIEILE gag83s § 8%
=3 NN NNN NS~ NSNS~ Mmememe —-——
: parts per Million : Proton
13C OBSERVE
13C OBSERVE
Pulse Sequence: s2pul
expl stdi3c
SANPLE DEC. & VT
date Way 21 2010 dfrq 300.069
solvent <OCI3  dn H1
dhp
ACQUISITION dof
a6/ da
tn C13  dam v e
at 0.800 f 10000 " o -
o 32000 PROCESSING 43 o
W 20000.0 b L ~n
o 9 wifile Ne i
bs o " S8 L
o 6.7 fn not used s |
a1 2.200 =
tof werr :
nt 200000 wexp 8%
11232 whs --L--L
3
2 -
2 o H
s = = -
3 - S
< ~
g= 1
5t L
] 54
2 22 La
S 8
Sal]] |
i - |
H |
a
H
{ | |
AN 4 . . it
T T g T T T T T
180 160 120 40 ppm
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p—

t-Bu0O,C

Y i Y&
~ e
o]
°
£=)
=
e
<
2]
2]
<
2]
-
<]
g
]
~
@
a
~
N a5
o] - -
o
“
g /0
g L 1 | JU
y T T T T T
3.0 6.0 50 4.0 30 20 1.0
oND — v eoouen —-oOoNVe S o vy
S s =4
gaRs s giygezans §878589833583848
N NN AT A A - e emmm o e -
X : parts per Million : Proton
«
3 0? RESONRANCE
Pilenamo = 11_miyawaki20140130-13C1-1
Author = dolta
Experiment = carbon.jxp
Samplo_ld -1
Solvent ‘CHLOROFORM-|
Creation Time = 30-JAN-2014 15:04:32
Rovision Time = 30-JAN-2014 15:15:01
Current_Time - 15:15:05
Commant - p.67-Fr.5
¥ - 10
Din Size 26214
im_Title
Dim Units = (ppa)
«~ | ar -X
e site = J4-ECX500
Spoctromotor = DELTAZ_R@®
Fiold Streagth .7473579(7) (500 ake])
X_hoq_Duration 81788928 (5]
X Dosain
XPreq = 12576529768 ax]
X otfoat = 100(pp=)
X Points - 32768
Es
X Resolution =-1.2 38 (
Swoap = 40.06410256 kEz)
X_Swoap_Clipped = 32.05128205[kEz]
I7r_Domain = Proton
IreProq = 500.15991521 (s}
Irr_Offeot = 5.0(pp=a)
- Clifpod PALSE
s Scans =222
Total_Scans - 222
Rolaxation Dolay = 2(s]
Gain -a
»_Gat = 22.8(4c]
X_90_Width = 9lus]
x = 0.81780928(0)
Tingto = Sogdeg)
XTAtn
_Pulse
Tex_Ata_Doo
Irr_Atn_Noe
Irr_Noise
Irz_pwidth
3COupl 4.
Initial Wait

Noo_Timo = 2(s)
Ropotition Time = 2.81780928(a)

abundance

&

2
X : parts per Million : Carbon13’

167.782—




p—

t-Bu0,C

]
~
by JEOL
2 RESONANCE
Q4
R E Piloname = L1_miyawaki20131031-1H1-1-
~ o Author = delta
e =4 Exporiment = proton. jxp
o~ - Sample_ld =1
< Solvent = CHLOROFORM-D
] Creation Time = 31-OCT-2013 14:18:33
Ravision Time = 31-0CT-2013 14:23:36
] Current = 31-0CT-2013 14:24:08
X t = 10
= q Dim Size = 26214
~ 2 Dim Title = Proton
o Dim Units = [ppm]
Dimansionsa - X
] site = JN4-ECX500
= Spectromater = DELTAZ NMR
“
w4 Pield Strangth = 11.7473579(7] (500(Miz))
- X Acq Duration = 2.61619712(a)
= X =1
X = 500.15991521 [MEz)
k| X offsat = 5.0(ppm]
= X = 32768
~N 4 x -
- X Rasolution = 0.38223419[8z)
= X swaep = 12.5250501 [kiiz]
=3 X swoep_Clipped = 10.02004008 [kBz]
= Proton
Q bl = © 500.15991521 (Miz)
= vy Irr_offset © 5.0(pp=)
(X | Tri_Domain = Proton
=] [>] Tri_¥roq = 500.15991521 [Muz]
© < Tri_0f£sot. = 5.0(ppal
o1 Clipped -
‘Scans =8
3 Total_Scans -8
o ks ot
bE S5 Relaxation Delay = 5[]
S Rocve_Gain =50
“« Tomp_Got: = 22.1(dc)
pE S © X_90_Width = 11.6[ua)
XTAcq_Tima = 2.61619712[a]
bt & - & X AagTe = 45(dog)
= - X Atn = 41dB)
P e~ (= X_Pulse = 5.8[uo)
< o |2 1rx_Mode - off
a 3| [= o i = ozt
RE Danto_Prasat = FALSE
8 Initial Wait = 1(s]
.§ -3 L‘ Ropatition_Time = 7.61619712[s]
S n "
5 o
-a T T T T T T T T
70 6.0 50 4.0 30 20 1.0 0
2N A | AN\ A
® Q00— Q SQ=-ng® =3 Y208 INRSISS
= @ < ad==3 a oo
I8]23 = SRR 2 B523ILqRRN8R 2
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