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T -4
97" b8 : PO92BZSAcTon-02 T4l : P092BZSAcTon02. raw
24h : HER © 28-May-13 01:29:13
BlEE . Administrator
}E :
X T Cu/ 30kV/ 15 mA
3 Ai-4 : MiniFlexI 1" z%4-% +
T4vFisb R ALY
HEEE i | ‘ 4
7448 LR FERRAYE + ¢ 1.25°
{5 vhe/9n D FEH EELA g 1, 25°
WvhEs -y L BSER/J0A-4 2JAyyh o 0. 3mm
H9v8 DOYFL-Yaviivs MiniFlex ) /90 SEAYyb: 0. 8mm
EE-V O vy a8 - 15,000 ° /min.
$97°Uu5 iR : 0.020 ° - EEH 1 20/¢6
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WREE 21
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4000} |
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~ 1000
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Satomi Kanamori

1/1R—3

R EHE: “kuwata” <kuwata@gifu-u.ac.jp>
Tk "Satomi Kanamori’” {downtown@gifu—u.acjp>

EERK: 2013588158 16:07

BT POO2EFRLIENMR pdf

%4 FW: PO92BERRIE
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RIAINMRF % — RFNo.1---P092 : BEES=1: 0.67
WAANMRF v — FNo.2:--P092 : EEf=1: 0.65
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74144 AcOH-sample
HERE (B FRARITFEAYL PCe¥. BN it = mmm%nmmoa%-o PROTON-" jdf

= DFILE GIINM130604~3_PROTON-1. j
%‘a%gammmgggggggsgwmgaggg%%mm%%sgg COMNT 24144 hoosomia
7| DATIM  04-06-2013 11:56:22
0BNUC 1H
EXMOD  single_pulse. ex2
OBERQ 399. 78 MHz
OBSET 4,19 Kiz
OBEIN 7.29 Hz
POINT 16384
_FREQU 7503.00 Hz
SCANS 16
ACQTM 2. 1837 sec
’ PD 2. 0000 sec
' PW1L 5.40 usec
IRNUC 1H
CTEMP 23.8 ¢
SLVNT CDCL3
EXREF 0.00 ppm
BE ' 0.12 Hz
‘ RGAIN 42
l@ .
G’ |
|
! : ‘ oz O
| | e B3 Aol
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' Fog® (2 %25 &%
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74144 ExpT5 crude

H¥EE (RR) FEAFIITEEAY01 PCCY2. AT 4 /W X ¥= [I¥NMRYGT INM130605-1 PROTON-1. jdf

A OOIHHNON A~ O NLONHDODOI~-ODOIOHOONMOOWN NN Ny - O~ 10MMO M-I MmO
O e D D o e Do Do e P e D e N O B B N I AN AT A eI a3 08 O 0 1 13 3 1 =2 vt 1 1 e ] ] v OO S
1 1T
E{'@ﬁﬁi@inBCDF{
|
5S
& 3
—t (o)
2 |
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[ a?ﬁ
| ® > -
g 2 < 9
i ot op § S
X Cr i o o F
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| Ny //
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| :
q i
UL U WU A
' PPM
1 I 1 f [ T T I 1 | 1 ! T i [ [ ] ] 1 | 1 l
1 .
10 8 6 4 2 0

GIINM130605—1_PROTON-1. j

DFILE
COMNT 74144 Exp75 crude
DATIM 05-06-2013 18:18:26
OBNUC 1H
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
FD 2. 0000 sec
PW1 5.40 usec
IRNUC 1H
CTEMP 23.8 ¢
SLVNT CDCL3
EXREF 0.00 ppm
BE 0.12 Hz
RGAIN 40
A
Pota~HEELE= (2D
Tn = llLOJ
T ] = 0.65
N2
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74144 Bxp75 crude pump (2eh-) ¥°
H ¥ﬁ{32~ () HRSEHTEEAT01 PCCY2. AT A+ VFES LLr¥NMR¥GI;LNM130606~2 PROTON-1. jdf

DWW HONOLWNHODOIDDWWNMO-QWILOINNNODODR--LDMDMDMI M- MO

| DFILE  GLINMI30606~2_PROTON-1. j
<

mﬁ*ﬁ*ﬁ*mmﬂv‘ﬁ“c\?@@\owmooooomwwwoooommbvwwchQNHMHoooo%o COMNT 74144 Exp75 crude pump
o ssddddddddN NS AT A A A A A A A A A e H A S O S O CID DATIM 06-06-2013 18:35:3%3
OBNUC 1H
= \ﬁ\v & 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 2.0000 sec
PW1 v 5. 40. usec
IRNUC 1H . :
CTEMP 23.5 ¢
4 S%ggg CDCL3 .
" E . 00 ppm
FHa O g 012
- RGAIN _ 44
[eo]
0 T
N ey
T +
| f My D Eidat
>3 o~
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= e
S AR A
20134207 B 25
B S e R
REALE TR REREE |
F103-0023 o
SRR A AAMFANT 4 T 103 0
TEL:03 (5640) 8860, FAX:03(5640)8025" 1577 )
BG4 NN =[Gt V) v =4, 1=7z=v/Je A[2- (-8 Y =) TEATIN T andivay 3
1>
)2,
B o— R 74326 | ZH ey b GEKHK WIE AR B 40g
CAS : ‘
15 B %
Pix::) =RERAES
B (HPLC) 99. 6 area%
Bl 166.0 deg—C
A= VERIR i
KA 1.0 %
IR : REAE S
NMR (1H) SHENE S
NMR (13C) RS
1/1
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e

sekk L o b osekek

7 7 A JV4h 1 204748¥204748 _ ,
Y- ou4 - SRR IEIPT R E R Z A B
%W%Bﬁ . 13-06-21 13:11:02 :
ST ERA : o :
XAREER : Cu(l. 54060 A) AR : 40,0 kV  EFEYE : 30.0 mA
HIFEEE : 5. 0000 ~ 60.0000 BE  AFy7° Il : 0. 0200 B
SRECHERT - 0.30 #  AYvyh DS:1.00 EE  SS:1.00 FE  RS: 0.30 mm
2 ' 1‘oooo> (707" 1204748, 5 —5: 204748] $ARKERIEHTEIE ST
e 3 ' s
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Weight/%

Nickname : Evo2 TG-DTA/S Reference : Al203 Directory : C:¥TpEvo¥Data¥=|L1¥74144
Model : Atmosphere @ N2 Meas File : 74326 Exp81R.MES
Sample 1 74326 Exp8i Rate : 10.0°C/min Record 1 2013/07/25 11:58:53
Weight : 1. 702 mg Sampling : 1.0 s Print Out : 2013/07/25 13:00:45
Sample Pan : Al Operator
Commentsl
Comments2 “
0 Z4326 09 BE e 0
150.00 100.0
- 80.0
100.00 - 60. 0
~ 40,0
50.00 - 1 s
; 176.1 °C
UL I 228.4 °C 1 00
16 . 380.5 C
0.00 —Q% *’*T“ SR - 4 20,0
NG TT—
— j F 1 400
~50.00 - -30.87 % . |
‘ A 4 -60.0
'.,\\ l
- -80.0
-100.00 -56. 17 %
- =100.0
-150. 00 | ! i | 1] ~125.0
: 22.6 ©100.0 200.0 300.0 400, 0 506.3
+00

Temperature/°C

Heat Flow/ uV



24326

Lot:GEKHK
EAH T sty . 1
$07° W4 : GEKHK wr-yay @ NATh 1
N V-4 : FEAEE -
FEAGE 5 ul
DETI9N . C:EMETHODS¥74326. M
AR E A :
ﬁ?’?ﬁf‘/)?‘ : C'¥\4ETHODS¥Z4326 M
IR 7R B R
| GEBABBEE)
DADT A, Sig=254,8 Ref=off (Z4326¥SIG00003.D)
mAU ] g
80 i
eoé
40
]
20 8 g8 R g8 8
: 8 2 2 s 8
0 PR R i il b
0 ) é 10 o ‘ 115 ‘ 2]0 i 2[5 min
R L
F=E vl
s : 1. 0000
R 1.0000
ISTD IRt L{2ER & %%%Rdf 7705%2&%
Y ¥ 1: DAD1 A, Sig=254,8 Ref=off
B -y RT O ¥MT7 Y -hiE [T [ T
¥  [min) min]  [mAU%s] (mAU] %

| | ——1 l | - 1

1 12.288 BP  0.0889  2.92318 5.09893e-1  0.0956
9 13.421 BB 0.0910 3046.87280 530.98406 99.5936
3 16.190 BB 0.0960  2.29697 3.7737%~1  0.075l
4 17.028 PB 0.0784 6.65590e-1 1.08697e~1  0.0218
5 18.075 PB 0.0989  4.50090 7.20104e-1  0.1471
6 921.280 BB 0.0938  1.09816 1.60645e-1  0.0359
T 99.602 PR 0.0921 9.49187e~1 1.36605e-1  0.0310

) B 3059. 30679 532.99738

WEBE 1VFY V-vay

#5% PN -MET #%%
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« 2 s =

L« 1.86

........

........................

T

10

=
N o .
C{m o
°°(L (
Lo
3 | 8%
Jx f)ﬁf/
| ;LLL s Jw ALy
T l 1 I IPPhli
2 0

DFILE

COMNT
DATIM
OBNUC
EXMOD
OBFRQ
OBSET
OBFIN
POINT
FREQU
SCANS
ACQTM
PD .
PW1

IRNUC
CTEMP
SLVNT
EXREF
BF

RGAIN

74326
Lot:GEKHK

1H
single_pulse. ex2
399. 78 Mz
4.19 KHz
7.29 Hz -
16384
7503. 00 Hz
16
2. 1837 sec
5. 0000 sec
5. 40 usec
1H

DMSO

23.2 ¢

2.49 ppm
0.12 Hz
40
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e At b st 44 s s ¢ p P ot

l

1
{
|
b

i

i

— 173.79
— 167. 92

— 139. 78
— 136. 35

— 127.91

— 119. 60

t

R ﬂ%&éﬂmﬁmﬂﬁﬁm&%ﬁmwmwwm«mmeww

200

i
I

]

175

T

1

1

150

T

[

{

l

125

I

T

[

I
100

{

}
75

I

T

!
50

I

DFILE.

COMNT
DATIM
OBNUC
EXMOD
OBERQ
OBSET
OBFIN
POINT
FREQU
SCANS
ACQTH
PD
PW1
IRNUC
CTEMP
SLVNT
EXREF
BF
RGAIN

Z4326
Lot:GEKHK

13C
single_pulse_dec
100. 53 MHz
5. 35 KHz
b.86 Hz
32768
31407.03 Hz
1000
1. 0433 sec
2. 0000 sec
3. 00 usec
1H
22.9 ¢
DMSO
39.50 ppm
0.12 Hz
60
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Heat Flow/m¥

+00
6.00

5. 00
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

Nickname : Evo2 DSC8230 Reference : Al203 Directory : C:¥TpEvo¥Data¥=[l1¥74144
Mode| : ' Atmosphere : N2 : Meas File : Z4144 Exp8iR.MES
Samp|e : 24144 Exp81 Rate : 10.0°C/min Record 1.2013/06/27 15:28:51
Weight : 1,200 mg Sampling : 1,0 s Print OQut : 2013/06/27 15:29:54
Sample Pan : Al Operator
gommenjt:s‘]z : [
mments . =5 =
° Zg326 I BB
DSC
125.5 C 169.5 °C \ S
i ]
211.0 C
| i 1 L !
1.5 50.0 100.0 150, 0 200.0 250.0 209, 9
+00

Temperature/°C
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P-092 a7 BERIEDOHEE (7)) HERER

bt =a— R4 P092 o7 ESE vy MEE: GEKHK
fER : 20187 A3H BLEERT .  EGUbR TEESE

AR L CRIAEHE b OB R 2 L & L, HiEERE L

RIFRIBET LA | 40°C£2°C,/T5%RH £5%RH

{R{ZB8I5E 1 20184E 7 A 9 H

4 BRI
8HGH

HE ik MYE 2 VB AR
R /By e TH9AR 7H 23 H
M8 ARl BEmER | Basro ik B
g
MR 1EA A RRAREE 171.4°C 171.4°C I8
2 A ‘ 172.8°C 169.8°C
3[EH 17L.7°C - 171.1°C B
PR fE 171.8°C 170.8°C |
SD - 0.5C 0.9°C §
RSD : 0.3% 0.5% BH
FOMRINA RS | B RARSRIE A - 2368cm! fHiED v — [
kv , 7 bV IRBECRLD ]
BREHB A | B BRI A - BB S B
a2 Ry bk =1.088 BT* 1045 1 E
‘ 1ERBDBNEY S
| F N DIREERD .
WK XBEHT | ARYE X BIET - E—r K7 u— kit
| s L, -7 B
R tpatn, B¥—7 HE B8
. ek g iaey B
K4 | 1EE A Rk SRE S (O 11695 81232
2EB | Ty 11849 81998 |8
3EE | ¥ 11526 82683 [
| THfE | BAL: ppm 11667 81971
SD 170 726
RSD 1.6% 0.9% B
Wi | 1EE BRiEEs r< b 99.7% 99.4% N
2mEE | YFT4— 99.7% 99.4% @
3[EA 99.7% 99.4% B
JEEfE 99.7% 99.4%
i) 0.0% 0.0%
RSD 0.0%

0.0% [
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20134E07 H 25 F

R T EMR AR SERIE |
T103-0023

TEL:03 (5640) 8860, FAX:03(5640)80251. ;- R

BLEA NN [ (aadynigFr) v -4, 1-7220/ 18 A[2- (12 o)V =) TEITIN T =bqvdvay SN
=2,
dina— R 74327 | &k vy b WEANM W A BB . 40g
CAS :
HH e
) FEALHBRRE
JliEE (HPLC) 99.5 area%
A ' 155.0 deg—C
A9 )-WEAR ol
i AN 2.0 %
IR B A
NMR (1H) HEEE
NMR (13C) HERE A
1/1
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wkk W JLFT oy bowE

=7 7 A JLZ% : 203597¥203597
T4 - B RXREIPT R ERUEE S SN N
SyHTHBE  : 13-05-09 11:37:53 :
SHTEAF .
XAEER « Cu(l. 54060 A) EFEBIE : 40.0 kV  EEUL : 30.0 mA
JBIEE&IF : 5. 0000 ~ 60.0000 B x7y7° & : 0.0200 BEE
FHEFER]  0.30 &  AUyh DS:1.00 EE SS:1.00 £ RS :0.30 mm

25000 | g 5T 203507, 7~ 200597] BAKE AR

| (cPS)

T T T T T T T T e T T et T T

20000 -

..................................................................................................................................................................................................................................

15000 |

. .
..................................................................................................................................................................................................................................
i

10000 -1

-

60
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Welight/%

+00
150. 00

100.00

50.00

0.00

-50.00

~100. 00

-150.00

Heat Flow/ uV

Nickname : Evo2 TG-DTA/S Reference :VAIZOS Directory : C:¥TpEvo¥Data¥=[l1%¥74144
Model : Atmosphere : N2 Meas File : Z4327 Exp8OR.MES
Sample : 74327 Exp80 Rate :10.0°C/min Record t 2013/07/25 12:57:02
Weight : 1.901 mg Sampling @ 1.0 s Print Out : 2013/07/25 13:17:37
Sample Pan : Al Operator
gommengs; :
omments
- = ‘
Z4327  2LA> B2 15, 400
75.0
60.0
i 4 0.0
- 20.0
. DTA - 0.0
'~ N S -'/NMMN———-\
44.3 C 146.4 °C 4 =200
— TG ...... "'6 14: % . -40.0
e : - -22.16 % >
Lo —34. 67i R _s0.0
i |“ -80.0
—°L
- -100.0
i - -120.0
- ~140.0
J i : | ; -150.0
22.6 100.0 200, 0 300,06 400.0 506. 3
+00

Temperature/°C



Z4327 '
Lot:W6ANM

WEE V50 V-Yay

mmmEss

% UF -MET $32

- 300 -

BAH O vty 3
¥07 V44 V6ANM ny-yay o NATW 1
N A B 1
FEAE 5 ul
HT Ry - C:¥METHODS¥74327.M :
EWWEEE :
vy . C:¥METHODS¥74327.M
lsc'ﬁ%‘””EElﬂ%‘ :
DADT A, Sig=254,8 Ref=off (2432 1¥SIG00004.D) -
mAU—: ‘§
80 2
60
40
0] SSSRINNE  N L = 58 R
- 0 5 10 ' 5 ' 20 .2|5I""min‘
"""""""""""" ?ﬁ?iﬁ'z‘\“@i et
ZRIE /Y
2= 1.0000
TRER : 1.0000
ISTD T LAEER & FRE 77&975:@)5?}
Y9 ) 1. DADL A, Sig=254,8 Ref=off
vy RT . M7 YUE EE mE
# i [min) ! min]  [mAUxs] [(mAU] % |
1 12.276 BP 0.0888 3.10478 5.50534e~1  0.0963
2 13.405 PB 0.0903 3209.55737 564.41077 99.5138
C3 16,707 MM 0.1102 5.93303e-1 8.9693%9¢-2 0.0184
4 16.992 BP 0.0904 9.20564e-1 1.335656e-1 0.0285
5 17.826 BV 0.0785 1.44153 2.35370e~1  0.0447
6 18.049 VB 0.0978 4.83387 7.74354e-1  0.1499
7 21.265 BB 0.1126 1.80237 2.11163e-1  0.0559
8§ 21.778 BB 0.1428 2.05097 1.74895e-1 0.0636
9 22.562 PP 0.0937 9.35147e-1 1.48113e-1  0.0290
b4 3225.23991 566. 72845



24327

- 10¢ -

Lot:W6ANM
<H — O NN A HOIOOOMOMOMNMOON D DONC L N ol <H— o DFILE
S SIER COOCONWIDMDMARI I GG D BB T e i 1 S S 0D 00 af COMNT
= NN 6656 S e o6 o5 o o o o o 6 6 v ko ok i i o S S S| DATTM
= OBNUC 1H
%' %&%‘\\%\H\\( %’/ EXMOD single_pulse. ex2
; == OBFRQ 399. 78 MHz
OBSET 4.19 KHz
; OBFIN 7.29 Hz
i POINT 16384
: FREQU 7503. 00 Hz
d SCANS 16
i ACQTM 2.1837 sec
i PD 5. 0000 sec
! PW1 5. 40 usec
- IRNUC 1H
i CTEMP 22.8 ¢
! SLYNT DMSO
; EXREF 2.49 ppm
: BF 0.12 Hz
i RGAIN 40
!
|
|
i
! Kol
i S
* i
i
f OO op
1 [wnlep] .
3 e b
o , )
I
i
é |
i PPM
E { I i T ! I i 1 I { I I I ] r
i 10 6 4 2 0




