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74144 exp54 THF-IPE 0116
¥¥tf11¥File¥5fE (BA) W%Q%amﬁﬂwm PCG¥2. {@J\77J-Jl/5¥__LU¥NMR¥GI6NM130116 1_PROTON-1. als

—| DFILE GI6NM130116-1_PROTON-1. als

X $$@m§3«@*5$$$$838££§£%55@5%@%%@%%22ﬂ2%££8889Cmm 74144 expb4 THF-IPE 0116
o L\'L\‘l\'t\'b’L\'c«Sc\daSC\iL\ic\it.\iNC\iC\iN.-iéééé—i—iéééééééé—l—]—h—h—iddo’dd Cl> DATIM 16-01-2013 09:31:34

OBNUC 1H
’ L\g{ ZWA/J EXMOD single_pulse. ex2

"OBFRQ 399, 78 MHz

OBSET 4,19 KHz

OBFIN 7.29 Hz

POINT 13107

FREQU 6002. 31 Hz

SCANS 16

ACQTM 2. 1837 sec

PD 5. 0000 sec

PW1 5. 40 usec

IRNUC 1H

!'| CTEMP 20.0 ¢

SLVNT CDCL3

EXREF 0. 00 ppm

BF 0.23 Hz

RGAIN 40

— 8. 22

—— 8. 17
5.55
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el | 0 Wi 1
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‘ 9 - 8 7 6 5 4 3 ‘ 2 1 0
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_4.00
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Z4144 exb54 THF-IPE 0116

¥¥tf11¥F11e¥ﬁ[s% (A FEAFYERY1 PCCY2. A 7 + V&Y= [[¥NMR¥GI6NM130116-1 CARBON-1. als -
' B DFILE GIBNM130116-1_CARBON-1.als
& BB % 38 HE3 BI/B I 8IKs COMNT 74144 exp54 THF-IPE 0116
g S= & 32 . s 2RI 3 o888 Béﬁ“é %2501‘2013 09:46:50
, , EXMOD single_pulse_dec
l ‘ [ , ' %N ‘ ' V/ OBFRQ 100. 53 MHz
, OBSET 5.35 KHz
OBFIN 5.86 Hz
POINT 26214
FREQU 25125. 24 Hz
SCANS 256
ACQTM. 1. 0433 sec
PD 2. 0000 sec
PW1 3.00 uséc
IRNUC 1H
‘ CTEMP 20.3 ¢
. SLVNT CDCL3
. . EXREF 77.00 ppm
BF 0.23 Hz
RGAIN 60
|
1
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Wavenumber [em-1] '

[zt MESR) LR =R %R] —_—
] m% © FT/IR-4100typoA Momory~1
iy FUTIVES A0
i Efat ) 1 ARIER
&tk p o Kok - 3¢9
: SRR E 18
[ —H48] By oa
T Mg n -
1ERH 2013/01/17 11:08 Pl H—a Coding
T—RR4T ' G Auto (16)
e : Wavenumber [om~1] Pi3=Fxp— Auto (1.1 mm)
e %T AFpAE—R  Auto §2 mm/seo)
Af=h 309,193 om-1 414 Auto (30000 Hz)
TR 40006 om-1
T — BN 0004293 om=1
F—a 3736
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74144 EXpSO'Zg’EtOH(IPA) :
CYYLFLINFile¥ N E (BER) YEAFINYE Y01 PCCY2. A 7 4 /L X ¥= [H¥NMR¥GI6GNM130109-2 PROTON-1. jdf

7
=] DFILE GI6NM130109-2_PROTON-1. jdf
2 LIKYNS $$§$%%%$o88£££§$%82££S%§2:£w£%88§cmm 74144 Exp50 2g EtOH(IPA)
S e 7| DATIM 09-01-2013 09:12:37

OBNUC 1H
EXMOD single_pulse. ex2

o3 b~

OBFRQ ' 399: 78 MHz
OBSET 4,19 KHz
] A OBFIN 7.29 Hz
POINT » 16384
FREQU 7503. 00 Hz
SCANS 16
ACQTM 2. 1837 sec
PD 5. 0000 sec
| PW1 5. 40 usec
IRNUC 1H
CTEMP 20.2 ¢
SLVYNT CDCL3
EXREF . 0. 00 ppm
BF 0.23 Hz
RGAIN 40
=S
S N ZY4144.
! ( Q 0
o N i P T 0,
qo& o .
<~ o o g
% f o g
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. | | -
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74144 (J2FNO) EtOH (IPA)
YLL1IYRile ¥ E (BE4S) VRS HEHTYE Y01 PCGY2. fBA 7 4 /L X ¥ = [LI¥NMR¥GI6NM130123-2_CARBON-1. jdf

DFILE GI6NM130123-2_CARBON-1, jdf

- 961 -

S sE L 8 IHER 288 0§ SHBS S| COMNT 74144 (J2FNO) EtOH (IPA)
o S8 B o e TR I e R S| DATIM  23-01-2013 17:22:04
. EXMOD single_pulse_dec
I RN
| OBSET 5. 35 KHz
| OBFIN 586 Hz
POINT 32768
| FREQU 31407. 03 Hz
‘ SCANS 256
ACQTM 1.0433 sec
PD 2. 0000 sec
PW1 3.00 usec
IRNUC 1H
CTEMP 21.1 ¢
| | SLVNT CDCL3
! | | EXREF 0.00 ppm
BF 0.23 Hz
RGAIN 60
1
(
Z4144
o
B2 @
|
|
[
{

m|||Hr[nnnmllmmlz“mml|lmmH|||n||tmlmnm||1||mm’|n|||m[nmnn|lmnmlmmllrpnmm]mm|||[unum‘1mn|n| T T T
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Heat Flow/mW

Nickname . . Evo2 DSC8230 Reference . Al203 Directory : C: ¥TpEvo¥Data¥__UJ¥Z4144

NModel o osphere @ N2 Meas File : Z4144 (J2FNO)-EtOH(IP..
Sample : Z4144(J2FNO) EtOH(IPA)-ZRate : 10.0°C/min Record : 2013/01/09 14:20:25
Weight ¢ 1.500 m Sampling : 1.0s . Print Out : 2013/01/09 14:35:03
Sample Pan @ Al Operator ‘
Commentst » L
Comments2 ' / ‘ o
W0 S 24144 A7 @ +00
5.00 ‘ ; — ; ——— 300.0
,/////
4.00 - -
) - ,
/,/’/ ) : e 250. 0
, ////
2.00 |- - | ' /,//
P prd | 4 200.0
0.00 B¢ /,
| /1(2 -T 181.9 °C 7 1500
~2.00 + - g ; : \
P e 4 100.0
. /’/./
~4.00 - - : :
e \ ’ , 4 50.0
'///" .
TEMR— 4 177.6 °C
-6.25 [ L | | ' L I 0.0
0.0 50 10{0 150 : 20,0 25.0 28.0
, ‘ +00

Time/min

Temperature/°C



2013/01/23 15:46:151 / 1

Shimadzu LCsolution 9 #fLRK—

HoTILE - Z4144 (J2FNO) EtOH(UPA)
427D : 74144 (J2FNO) EXOH(IPA) 24144
T—5771I : Z4144 (J2FNO) EtOH(IPA).lcd
LiR—kDPA4L : Défalilt IcF LA AN
AT HE : 2013/01/23 14:33:07
Ay =l : 2013/01/23 15:34:14
D:¥Prominence¥ = 11¥74144%¥74144 (J2FNO) EtOH(IPA)lcd
mAU )
m PDA Multi 9
2000 =
1000+
N 8¢ E® 88 3
3 S S res Qo= 105
0 5 L i A 1 S
T T T T | T T ' T l T T ) T
0 10 20 30 40 50
min
1 PDA Multi 9/254nm 4nm
, ‘ t=95~7" I
PIq)A Ch9 254nm 4nm -
E—o#| BEEEE B =% miE i |
1 5.302 3119 0.077 26233 10.048
2 10.809 7388 0.182 42070 —0.077
3 11.736 11831 0.291 81416 0.149
4 12.635 3999317 98.340| 54009103 99.155
5 16.074 5395 0.133 37427 "~ 0.069
6 17.667 16189 0.398 105589 0.194
7 18.136 4695 | 0.115 29204 0.054
8 20.633 13180 0.324 84570 0.155
9 21.988 4623 0.114 20938 0.055
10 25542 1083 0.027 23686 0.043
&t 4066820 100.000| 54469238 100.000
-158-

D:¥Prominence¥ = |11¥74144¥74144 (J2FNO) EtOH(UIPA).I(
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Wavenumber [em-1]
A ME Rl R iEeR] ‘ '
gﬁﬁ% fhst] #&v‘rﬁ%ﬁ FT/IR-4100typeA Memory-5
= P'aVN SUPNES A002261016
REE Hi 81 %R
L SRR TR () iz 1R
= R ' -
' KEE 16
i ) 4 om~1
[F—2iEH] Bazquwy On
f(_’gﬁizggff 4 2013;5(%153& 13:56 §§?4€~95> ggfin(aw)
— . . b 0
ﬁ% %@veznunzbet* [em-1] ;Q;%;E @ ﬁu’co 81 mn}'n) ) z_ q- LL
i wAE—F  Aut m o 4
x@—';h ggggga cm;! T44 Autg (30'300 |s~|ez§ { %
T i - L)
ﬁ-‘iér‘a‘iﬁﬁ 0.96423%"%-1 -(7 s~ 21 @
F—SH 3738

400
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" 74144 (J2FNO) EtOH (Anh)

FHF1IVFi ¥ E (BS) WRAAFINYERY01 PCC¥2. A7 ﬁ/v&°¥“M¥NMR¥GIGNM130119;2 PROTON-1. jdf
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DFILE GIBNM130119 —-2_PROTON-1. jdf
.| COMNT 24144 (J2FNO) EtOH (Anh)
DATIM 19-01-2013 10:51:09 .

OBNUC 1% )
EXMOD single_pulse. ex2
OBFRQ ' 399. 78 MHz
"OBSET . 4,19 KHz
OBFIN ; 7.29 Hz
POINT - 16384
FREQU 7503. 00 Hz
SCANS ‘ 16
ACQTM 2. 1837 sec
PD 5. 0000 sec
PW1 5. 40 usec
IRNUC 1H
CTEMP 20.4 ¢
SLVNT CBCL3
EXREF 0. 00 ppm
BF 0.23 Hz
RGAIN 40
T4

Ho11v @



" 74144 (J2FNO) EtOH(Anh)
FELFLIVFLl oV E (BER) YWRAMFYEY01 PCGE2. BA T 4 /LA ¥= I¥NVMR¥GI6NM130119-3 CARBON-1. jdf

_ DFILE GE6NM130119-3_CARBON-1. jdf
@ 8 S SJgETE E&E & 88=%3 ‘COMNT Z4144 (J2FNO) EtOH(Anh)

- 191 -

od S8 © o =S O S  odod = GO S| DATIM  19-01-2013 11:06:24
o EXMOD single_pulse_dec
l } | ‘ ] k% W ] W/ \OBFRQ ST
: OBSET - 5.3b KHz
OBFIN : 5.86 Hz
POINT 32768
FREQU 31407. 03 Hz
SCANS 256
l ACQTM  1.0433 sec
PD: 2. 0000 sec
PW1 3. 00 usec
‘ IRNUC 1H
[ CTEMP ‘ 20.8 ¢
SLVNT CDCL3
EXREF ' 0. 00 ppm
BF 0.23 Hz
RGAIN 80
I
i
| | 241494
; . : *
i : ‘ “1T=;7l"(:>
| p .
1
|
{
|

mm|‘|||||Humllmmulm|||||||mm|||i||||||n|!uur|1|1||nnmllumm[;nnmu;inmm|1|1mn|||||n[u‘lllmnm|mmm||m||mll|||Hmlnmnmlnmunimullbm
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0




=291 -

Heat Flow/m¥

+00

- 8.00

6.00
4. QO
2.00
0.00
-2.00
-4.00

~6. 00

Ni ckname

EvoZ DSC8230

Reference 1 Al203

Directory : G: ¥TpEvo¥Data¥IHE§¥DSO

-8.00 /

-9.00

- Model Atmosphere : N2 Meas File : Z4144 (J2FNO) EtOH(An..
~ Sample 24144 (J2FNO) EtPH (Anh) Rate 10. 0°C/min Record + 2013/01/19 15:37:23
Weight 2.0 Sampling : 1.0 s Print Out : 2013/01/23 11:41:24
Sample Pan : A Operator
8ommen§s% :
omments _
L)
244y H2TwW® @
: - 500.0
400.0
| 300.0
T
'DPS"“C“‘\ . T -
*I"\ "’} o /‘-—/ =
160.3 °C \\ 183.0 C /’///"
i N - 200.0
| T
L /’?////, |
— I
o ! <1000
B . ,
/
,/ j’ o'
TEMP _— 178.8 °C
1 | L L 1 f 0.0
0.0 50 10.0 15.0 20,0 : 25.0 ,;26.8

Time/min

400

Temperature/°C



2013/01/25 11:19:17 1 / 1

Shimadzu LCsolution $}4fLR—b ====

YUTIE : Z4144 (J2FNO) EtOH(Anh)
47 )LD : 74144 (J2FNO) EXtOH(Anh) 24144
T—3TF7AIN : Z4144 (J2FNO) EtOH(Anh).led °o . ~
INYFIT7AI : H=710 @
LiR—ko7A1L - Default.lcr s
S HEF :2013/01/23 13:06:25
fEHT B B : 2013/01/23 15:50:34
D:¥Prominence¥ = [L1¥Z4144¥74144 (J2FNO) EtOH(Anh)lcd
mAU
1 g PDA Multi 9
2000 -
1000
B e L O WS Mo (=Y
0 B 1 v s S ﬁ\lT*?N
T T T T T T T I T T ¥ L T T T T I- T T T T
0 10 20 o 30 . 40 50
: ) min
1 PDA Multi 9/254nm 4nm ,
=957
PDA Ch9 254nm 4nm _ . :
E—o#| REEHE & =% [rtid ETa%
1 5.306 3191 0.078 26747 0.050 |
2 7.834 1150 0.028 9102 0.017
3 10.809 8482 0.208 47916 0.089
4 11.733 11880 0.292 81705 0.151
5 12.640 3999459 98.231 53559530 99.124
6 15.799 1882 0.046 11272 0.021
7 16.089 5965 0.146 42299 0.078
8 17.689 16661 0.409 106334 0.197
9 18.161 5241 0.129 ~ 32615 0.060
10 20.651 12540 0.308 81651 0.151
11 22.002 4495 0.110 29444 0.054
12 22.724 531 0.013 4438 0.008
=t il 4071478 100.000| 54033052 100.000
-163 -

D:¥Prominence¥= IL1¥Z4144¥Z4144 (J2FNO) EtOH(Anh).Icd
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| gl 0l e |1 st N
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%T . ‘@E > b - a 5
\4 11 e i
. ‘é %.':5 § ) Joole 1 LT
20 ’ I El ¥
‘ & g 2
| 8 . 5 A
0 ]
4000 2000
Wavenumber [cm-1]
[ MR CEI IR | -
4 HER FT/IR-4100typeA
=P oS DUTNES A002261016
v b ®R 1R
BB N e 1 RS
21t R TEGR) S 6
S 4 om—1
[F—5ia%R] EO70yY On
Rl By S
St - v o
' %ﬁg ;Iév_?venu;ber fem—~1] zgj;{g ¢ ﬁuzo 231 mr;a) ) '
i AL~ uto (2 mm/sec; o |,
RE— 399.193 cm—1 J1ILE Auto (30000 Hz) ~ - {
TIK 20006 om-1 v - 29144 tfaw
0.964233 cm~1 .
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74144 Exp55 EtOH(IPA)
YF1I¥File¥iE (BE) WRATLHTYE Y0l PCGY2. {7 4 /L F¥= [[I¥NUR¥GI6NM130112-1 PROTON-1. jdf

DFILE GI6NM130112-1_PROTON-1. jdf

& SIRY2 IS STLSSERIRNR28RRBNASRRERRI2 Y COMNT 74144 Exps5 ELOH(IPA)
o N N Sy N : ﬁﬁd&ddddd&&AAAAAAAAAAAAAAAddddddDDﬂm Mﬂlm310M5o
‘ OBNUC 1H
‘ L\% \%/) ““““WMJ$J:§Ti§%ﬁL\%fL/J L\gﬁ EXMOD sﬁngle_pulse.exZ
OBFRQ 399, 78 MHz
OBSET . 4.19 KHz
‘ ; OBFIN 7.29 Hz
: + POINT 16384
FREQU - 7503. 00 Hz
SCANS 16
ACQTM 2. 1837 sec
PD 5. 0000 sec
PW1 1 5.40 usec
IRNUC 1H ; :
CTEMP . 20.8 ¢
SLYNT CDCL3
EXREF 0. 00 ppm
BF : 0.23 Hz -
RGAIN 44
= =
oo o
( |
=) ;
= Z24[4%
l 0 i
S = ~ o
r r r
& ' N o~
2 [an)
p el © o~
S >
; 7 / /
/ /)
I h
. . i !'| II
i |
JUL | JJLL I i \
PPM

HH[IH]]IIIIIIIIIWIHIIIIl‘lllHlIlll[lllll‘IHlCIHH!Hl‘HIlIlIllllllllllll‘]llll|||l|ll|l|l||1|
9 8 7 6 5 4 3 2 1 0
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74144 Exp55 EtOH(IPA)
¥tf11¥File¥iE (BY) YREREIN

TYESFA¥01 POG¥2. AT A NV F¥Z LU¥NMR¥GI6NM130123 1_CARBON-1. jdf

o o 0 © o 9RS8 © o= < O — < o
& » B o © Lo db = ™~ SOmo S
0 S 16 o I~ I~ © o 00 <f — N © O H =
© <+ M N — o~ O &= 00w <+ mAaN™
Ans ! R s B e B o | —i
I
|

fnnunpnuuuwnuunpunnupnuunpHuuupuunﬂ“HﬂﬂnpunuupnnuuwﬂﬂuupuuuupHHHHPHHun“HnunpunnuwuumqﬂﬂﬂuqunnuwHnuuq
2?0 190 180 170 160 150 -140 130 120 110 100 9 8 70 60 50 40 30 20 10

DFILE
COMNT
DATIM
OBNUC
EXMOD
OBEFRQ
OBSET
OBFIN
POINT
FREQU
SCANS

- ACQTM

PW1

IRNUC
CTEMP
SLVNT
EXREF

RGAIN

GI6NM130123-1_CARBON-1. jdf
74144 Exp55 EtOH(IPA)
23-01-2013 17:00:43
13C
single_pulse_dec
100. 53 MHz
5. 35 KHz
5.86 Hz
32768
31407. 03 Hz
256
1. 0433 sec
2. 0000 sec
; 3.00 usec
iH
- 2Ll.1lc
CbCL3
0. 00 ppm
0.23 Hz .
60

2414 4
-7 @
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Heat Flow/m¥

+00
6.00

500

4.00

3.00 -

2,00

1.00

0.00 -~

~1.00
-2.00
~3.00
-4, 00
-5.00
~6,00

-1.00
-8.00

Directory : C:¥TpEvo¥Data¥=I|LI¥Z4i144

Nickname '@ Evo2 DSC8230 Reference : Al203
Model : Atmosphere : N2 Meas File : Z4144 Exp55 EXQH(IPA). ..
Sample : Z4144Exp55 EtOH(IPA)-2 Rate 1 10.0°C/min Record  : 2013/01/12 14:31:50
Weight : 2,000 mg Sampling : 1.0s Print Out : 2013/01/23 11:48:42
Sample Pan @ Al Operator :
Commentsi '
Comments2 o
2q14q =7 w@ +00
400.0
] 350.0
///‘T- 300.0
L | ///// .
- "
= - 250.0
DSG “{‘\M | T :
- —
o\" { .9 / g
- 161.2 C | 183'/4 e 42000
i 7 |
i ) - \ A 150.0
- ‘ :
‘ A 100.0
I - ’
. I .
‘‘‘‘‘ ua o - . 50.0
TEM.— 179.3 C i
| l l L : | ; 0.0
- 0.0 5.0 10.0 15.0 20,0 . 25.0 ) 27.3

Time/min

+00

Temperature/°C



2013/01/25 11:21:32 1 / 1

Shimadzu LCsolution 3481 7R—
2¢¢Y

HoJILA : Z4144 Exp55 EtOH(UPA)-S
H T ID : Z4144 Exp55 EtOH(IPA)-S : 1".,. ° U@
FBTFAI - 74144 Exp55 EtOH(IPA)-S.od =1\
INYFIT7AIL D ;
LiR—kT7400 : Defaultlcr
S HE :2013/01/23 11:51:28
T H - 2013/01/23 15:52:46
D:¥Prominence¥ =111¥Z4144¥74144 Exp55 EtOH(IPA)-S.lcd
mAU
1 g PDA Multi 9
2000 -
1000
]
E ~ © angory 2 &5 S R S
1 & & 37 S o= X
0 N 1\\I,“" ’PU\ T\V’_i‘ 1 U TJ,‘" TL,IE" ‘I‘LNTJ'N TJ"' _
T T T T l T T T T T T T T l T T T T T T
0 ‘ 10 20 30 40 50
’ min
1 PDA Multi 9/254nm 4nm
E=97=7N
PDA Ch9 254nm 4nm o
E—o#| BREHR =1 =% [k EiE%
1 5.297 3132 0.077 26189 0.049
2 7.828 605 0.015 4783 0.009
3 10.811 4557 0.113 26499 0.049
4 11,741 11545 0.286 78960 0.147
5 12.645 3998997 98.921 53448027 99.433
6 16.079 2324 0.057| 14428 0.027
7 17.671 10653 0.264 72334 0.135
8 18.157 5068 0.125 30259 0.056
9 20.634 3160 0.078 20555 0.038
10 21.985 1563 0.039 10299 0.019
11 25528 1017 0.025 " 20294 0.038
&t 4042621 100.000] 53752627 100.000
- 168 - D:¥Prominence¥ = [L{¥74144¥74144 Exp55 EtOH(IPA)-S.Ic
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100 ‘
.% | I SR
50 " ;\'\ M _g_éé 3 %@g% §§§-—§
! L{ ! gae BREg R B &
%T E \ ! gg . R - B e e &l
8 a8 & ik
40 g \é o g ‘é 'é
G n ) o
N o 5 H... 2. 4 ERR
20 Ll Z g
0 L i : 1
4000 2000 1000 400
Wavenumber [em-1] '
[FAMEHK] GRlsEiEHR] :
AT HIEZ FT/IR-4100typeA Memory-2
::ﬂ&x% PUFNES A0012§€1’£16
i _ iRt & 1 jBHise
it BT () s o
iR 4 em—1
[F—5igE] HE21ULT On
ﬁgﬁﬁg ﬁ, . 20@%1419@14:04 E};?’«fﬁ—-&a:z gotsinas)
- - % u
7}%% ;!‘y?venu;ber fom—1] ;’g—?;-‘{g @ Qutg g1 mr}!) ) ° 4
i 42 - it - - [
R~ 399.193 om~1 741»5' Auto (30?% l?lez()} ZLM A .'1 -1 w@
b N 4000.6 om-1 .
T—5ERE 0.964233 cm—1 :
F—lah 3736
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74144 Exp55 EtOH(Anh) + .
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‘ OBFRQ 399. 78 MHz
: OBSET 4.19 KHz
OBFIN 7.29 Hz
POINT 16384
! FREQU 7503. 00 Hz
SCANS - 16
ACQTM 2. 1837 sec
PD ‘ 5. 0000 sec
PW1 ' 5. 40 usec
IRNUC 1H
CIEMP 20.6 ¢
SLVNT €DCL3
EXREF 0. 00 ppm
BF ; 0.23 Hz
“ RGAIN 40
<t a3 :
o . X
OO- 00}
r -
ZLIG<

v @

— "1.93
. 4. 00
- 3.94
—4.00
1.0l
S 5.07

b ]
o
]
, ﬁj N i
Ie L oy L
| ‘ | Pp
\lllllll}]“lIlllllllll(llill]||lll|!l!||1|1||||I||l||||||i|l||lllll‘ll||lHI|]||||.|HH—[[||||||[l||l||ll||¥

9 8 7 6 5 4 3 2 1 0 ot




