EBE K CWEROBFHRER, R ZAFL VED3000~1000 cm-1Z BV 2RO
ZAEBOBRLBET 5L E, BREOEITOS%IUNEL, EHEOZEIZ3000 cm-14f
TT5 em-10AN, 1000 con-1MHETL em-1LIATH D 2 E2HERT 5.

11.2.4. FRAMBILA R MV OBIE
SHBEUEH 1) 7 LSRR DRI A D BALH U ™ A% 7 — U TIHRI A st
THRIMBINA R NV ERETS. |
SHREALH U & AEFIORILARY )L EBEAD BLH U ™ AgERIORITZ <27k
N EERBR LB LNIZREDARY ML E, BEEOARY ML ERET 5. n=1TF
.

11.3. BGIEA R BV
11.8.1. BRHAR DTS
ok 10~50mg7a:»'1MS)\ DEZOn TJI/L\O 5mLIZIEM U, NMREIE R F o —7icH
AT 5. ‘
11.3.2.&@’;?&#:—“%7\&0 NV ORIE :
BB U R BARIC D ERERE B ARY b)bﬁﬂ’“**%'@ﬁ O k> NMR %
YD, PERMFIREDOARY MV ER—FHETUTOE ST,
NMRIZ¥#E L7=500mHz 1H-19F/15N-31P 5mm PFG Switchable ProbelZ #{KIAHK
DAST-NMREIEEZHEAL, 16 HzTEIz=H 5.
HEBRETER, 46E/OVADSSHRE, T4 L1 Fﬁﬁﬁﬂw)/\)lxx = A T16
EREERE L, 7—Ulwﬂéﬁ9A
OppmfHiE DTMS 2/ F)L % 0ppmiZ &2 E L, Oppm?7: 5 10ppmDEIMEF D > &7 F))
WOWTRZEab—2a X TEMEEZDT, NI TS50 FHIEZTD. ‘
BRIEDANRT BIVEREDARY MIVERERL, WHEDANT PLVOKZES T, %
BHE, SR U HINVEEREREZHKRTS. n=1TT73.

11.4. FEE

11.4.1. BEMEBOFE ,
ZEK1000mLIZ MU 7))V A OB 2mLIMZAIRDIEES. /o, #AEBIE, HKEIRT
T, AUHETEET DI LNTES.

11.4.2. HABHAMRIRDFRE
T I PUIEREILATTHE L 2B EIEB 1BREBZIRVDER 5.

11.4.3. FEHAR DR
BEKSmgZ2 B, HEHARIRIZENL, 20mLIZT 5. n=3TEET 5.
11.4.4. AT LHEEEDHER
HEEKRD 1 KZDONWT, FROOHSE {¢T6@%%0Lbfmﬁf&ﬂzbmvb7774 :
— (LA'F, HPLC&EBET) ITHEAT S, FIDD1ENIDWT, P0920D Y — 7 HEREXENI2
000ER LA E RTINS U A U —FREMN2.0BL T THD I L 2MHRT S, £z, 6ERVERL

10
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BIE L7z & E QP0920 E— 7 HIEADHXFIERZ (RSD) 212.0 %L TOELEZHA
U, YATLEEEMER S NHEZRWTHBIEROTZ1TD.

11.4.5. HPLCH#r |
ABHAMES L LIZATE, DTFORBTHREY O NS T7 0 —%fF0, PO20E—JTH -
TEERET 5. ' :
BIEEH
RHIE - BATDCOEER (Al ’ﬁ:’v&é 254nm)
AL FTETINTIICT I RTNTEI T L
S S W 2 i i | A e S
4%5 : Inertsil ODS-2 '
P X : 250X 4.6 mmlL.D.
Y 7IVES : 21811106
1T NRE - 40CHHED—ERE ,
BEMHEE: T l~ Z RO BEMEBZ20:80 LR L T, 200 EIOBERS T
RETE0 : 40121, TOHI0NE I DEMLEFED. ~ ’
RE . l(hnIJnnn ,
AEHAWRIEAR - 5uL
U\J:O)*#F'Cvﬁl EFELREE, PO%@%&NT:E:M&&H =h3.

11.4.6. fiEDFEK
A FHOFE(%)
= (P0920E—ZER) / (REFKRH4SD 53655 O E— I EEDEE) X100

11.5. BRXBEHRIE

11.5.1. BEROKIE
XigE Bz meE L, XRERESY, 305%&&&;<"i‘éﬁ6 %@@é ﬁmow_./«ﬁ
A X270, XBRERHBOMNBOREER2T S, TOETIIFHEREKREZREL TS
5° MEDE—IMEZMRL, BREZHERT .

11.5.2. B ORH
Bik1~2 g2 AIITED, TOEL THERBZRET 5.

11.5.3. X#EEI/NY — > ORIE
AR 288 RNy ICED, XBErEBICTRIET 5.

11.5.4. XEEEHNY — D
BIMGEE DXAREIH /8 Y — /tﬁﬁﬂ%ﬁ'ﬁfxa_ﬂf@xﬁ@?ﬁ/\& COETE—Y OirE %
te#g 5.

19, YT B HM TR A K51 24
12.1. HEUT B
MR OEEN O (EEETRAIE435

11
-276 -



HEPTBHA RS > |

LEWRBAT A RS54 > CERRL54E6H 3HEEERFE06030018 EEREEEHERE
ma TEEERlBA Ro1 2 0%EITDNT) ) '

EEEET— ¥ OMECET 351 K54 > (ER154E6H3HEEERE06030045 E
¥ RETEHRERY REET—5 OFMIETHH A BS54 Vi2onTI 3R

12.2. YT DEBRIE

13.

14.

15.

16.

S5+ AU BARRSER, RU— MBI Ny 07 b5 7 4 — (200, [
SHBA XY MVIEE (2.21) 1, TRAMBIAAY MVREE (2.25)), HARXHRE
SrRlEE (2.58)), TARESE (2.60)) ,

BT - BAOSE | .
BRI LT, BlE BMEERbREL, 22L, RRMECRDNBY, HRRE(E
ENRD B ERERE BT S C L TE .

T — 5 OfFM Rk R
HEAOT—F U, MEICDOWTIE, HPLCIZARLZU—7 A5 — 3 VO HEE
BERRZAW, TNLSMNIRFEY 7 b Microsoft Office Excel 2003%& L < i3 Micros
oft Office Excel 2010&2 15, FENIL, RRFHEBHICHRBEL2EBVLETS.
PENELSREDN S BAW, TOBMIIE U TEYRT— S MEET, T O
FEREBICRHT 5.

RN HEORNRONS L&, ZEET—FOFMICET S RS54 )
i THEHLEZTS. '

RERF B2 R E OB LR ICERD S W BITHEMLE2ITDT, FEBIOT—5 DR
BADBEEEHERT 5.

ETF—FDEH :
T —F OREIIIIRIERT 2T —hE2AVWDE I EEL, mEINZY—I T
=5, U= = bREMATEIRCAZEDOTI b7 U b, KUHPLCT v — b3
BT D —RT—F DML EET—F &T5. b, RFHEY 7 MERAWEE
BRBOTV O RTUNEAT—FIZRLDHDELT, £T7 % LAKRCEERTS.
7= —NRUOEKEEY 7 b ERWEEEREOTY 7o ME, —ETEICEE
HYENHAZREKLEFSLT S, HPLCF v — M, SBRESFEIREIII H A % fid#k
LEZTS. 2L, —HObDELTHEUREAE, EEE2MLAE BROR—D
CRBIELFE S BE LA 2B L BAT B ENTES. |

RET2EH, RESH, REHRE

ABETEE, RBRREE A7y, HEZKOTVCITUN, BEOTY AT
b, QCF v ZRE, QAT v/ OBRBEE, FREREREE, oM, Fuk
THRETZHBEGERNIZOA I DPFNZBYT 71U 2 F LT, BRLRIREK

- REHPRET S, REHREEST S,

BRARAE DI D NI B RF ORERITHED .
12
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TOKYO CHEMICAL INDUSTRY CO., LTD.

Quality Assurance Department

4-10-1Nihonbashi-Honcho, Chuo-ku, Tokyo 103-0023, JAPAN
Phone : +81-3-5640-8860 Fax: +81-3-5640-8025
Website : hitp:/iwvww.tokyokasei.co.jp

AR e B 5

, YRR 254 02 B 25 B
I B A ,
KR A AR E R R 7R
ZE —Fk Sk FRILR TS

: REREE R

P 092 FEDOIERBROTENE (0 » A) DREBERE SHEVELET,
w ”

L RBRER

B 177.0°C (3 B D EHMH)
TANRINAART b v BERARY M —E(F v — MR
BREEB ALY b BERLS M —E(F ¥ — MR
i (HPLC) © 99.1%

R X At AT - BB OH (F ¥ — )

FARHEE. IERBERLD () 7 LASHiE L & — DIRERIE 2 T B TR L b 0T
5 UGS Y b DERGE T, MERBE TRICEE ShE T,
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PerkinElmer Spectrum /{1~/32 10,03.06
20134E1 B 318 10:20

HEE » ” ~ Administrator
B 2013418318 10:29
1251
120 o P —
110 7 1896.130m-1
100_ - {‘; \» -
%. 310, 9mm- N e
- aus szcm £ 3\ ’ [ ass e {\;1 Voo
801 b T J i 43 87°Mf T serss
. §11 1§ é?ﬁacnﬂ 867.0_?&343- 1
o 50 7752 4cm-1 813.19cm-
Y ’ 1185.24cm-1 73151cm4 462.00cm-1
401 3307.18cm-1 22!?05 320m-1
304 1311.990m-1
201 §
2017'63cm-1
1 0* : 2930.82cm-1
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11401633-0K

i

Qdol3/THE 0.03%
&%

or/iijima

Sanple Names ([40/433 - RBHKEES

Data Collectsd omi
Agilent-RMR~-inova500
Azchive diractory:

Sample directoxy:
ridarile: PROTON

Pulse Soquence: PROTON (s2pul)
Solvents odol3
Pata collected ons Jan 31 2033

Opsrators vamrld

Relax. delay 4.000 ssc
Pulse 45.0 degress

Acg. time 3.500 sec

wWidth 7398.4 Rz

16 xepetitionsa

OBSRRVE  H1, 499.9146603 MRz
DATA FROCESBING

Line broadening 0.2 Hz
FT aize 65536

Total time 2 min 0 sec

7-466
7.461
7.448
7,444
7,439
7.263
7,318
7.198

/Jr
-

BAy

0.808
0.803
~0.000

Rl w4
2043. A 3/
I 7T
(R ~NY P |-
zo0l3, 2.
W, D
JL LJJL
T T T ‘ T T T 1} ‘ T T T t ' T T T L ! T T T T ' T T T T ‘ T T T T ' T B T T ' T
10 9 7 5 4 3 2 1 0 ppm
o ! gt gl bt byt b bt e L ot
2.00 -0.29 ‘1.00 7.98 8.06 2.90 0.23
3.95 3.93 4.00 0.90 4.89 i.89
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s
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12
13

7.53833
7.29241
7.23516
3.50519
3.31587
2.75898
2.13225
1.91952
1.7289
1.29593
0.940069
0.0530973

7.36007
7.23516
7.09659
3.3458
3.14282
2.52477

. 1.9527
~1 117302
1.51487
1.05847
0.742948
~0.0672571

3.954
0.289
3.931
1.004
4.000
7.980
0.895
8.057
4.889
2.898
1.889
0.226

Rasly b 14

20731 3f
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==== Shimadzu LCsolution 3L H—p ====

<HUTF ILESD
SHrE : System Administrator
YT % - B E-1
Ho 7D : BmHEEE
NAT7NVEE : 8
SAE :5ul
T—HEIPAI : 94/ YYF 20130129 8led
APIRTFAN : BT AV YR dlem
I FIFAIN - B#HT/ S WF lcb
LAR—kI71 I : ST R—bler
S BB ~ 12013/01/28 20:55:20
TR : 2013/01/30 10:18:03
“avwhg -3J.\>
C:¥LabSolutions¥Data¥KSL¥11401633%E 72 SAERY 9 47 L F 20130129 8lcd
mAU .
§ g PDA Multi 1
1000 =
750-
500
250-
] N 2 mE 55
i 2% 8 fa o3
0+ AT
. ¥ 4 t ¥ i T H i ' T T ¥ T T T ¥ ' T T 4 T T ¥ ¥ T ¥
0 10 20 30 40 50 60
. min

<E—HLR—bk>

PDA Ch1 284nm 4nm

F—5#| {L&D5 S| mie B HREN DUINERBRGLT mins
1 - 2.927 14553 2886 | 153466.876 1.189 0.242
2 . ’ 13.826 5384 238 167564.177 1.186 0.106]
3 14441 1392 266 176383.708 1.233 0.023
4 PO92IRZE | 14.920| 5966825| 1086642 172859.863 1.283 99.186
5 16.279] 1323 187 129315.151 0.879 0.022
6 18.243] 3335 565| 227461.304 1.163 0.055
7 18537 5946 1020 239253.431 1.146 0.099
8 19.509 3635 589 239830.053 1.403 0,060
9 19.828 1716 283| 272718.297 . 1.140 0.029
10 22737 7614 1184 300244.073 1.268 0.127
1 24107 3043 481| 327181.674 1.078 0.051
5t 6015766 1105340] 100.000

(£

C¥LabSoligions¥Data¥KSL¥11401633¥{RIF BRI/ \vF.20130129 Blcd




==== Shimadzu LGsolution'j"'i”?"fl/ﬂ‘sq;- ====

<< PDA > ) : ,
S 7T ] . ' ¥ ' “ilil 3@@ He | ERER (Vv AR —Iu )
" vZ D b L[V AMHER G
4 r*ﬁl\:“/-?" 201 wash i 0.0 0 0 0.0 : 0.000
frﬂﬁ'/}‘yf UL 3] 4920] 5966825) 1096642 172859.9 283 .18
ﬁr:*iii/yy?‘ £ #-2 5 4.912] 6745526 1220837 168449.7 .303 ,148
THT N TF = -3 B 4.913] 59631711 1090975 1724873 1.286 105
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2-Theta - Scale

File: 11401833.maw- Typo: Locked Coupled - Start: 4.000 * - End: 70,434 * - Step: 0,021 * - Stap time: 115.2 s - Temp.: 25 °C (Room) - Time Started: 13 s - 2-Theta: 4.000 ° - Theta: 2.000 ° » CH: 0.00 *~ Phi:

Opecations: Strip kAlpha? 0,500 § Import
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TOKYO CHEMICAL INDUSTRY CO., LTD.
Quality Assurance Department A
_ .4-10-1Nihonbashi-Honcho, Chuo-ku, Tokyo 103-0023, JAPAN

Phone : +81-3-5640-8860 Fax : +81-3-5640-8025
Website : http://imww.tokyokasei.co.jp

IERRER R
SRR 25 45 03 A 18 H
i 8 K |
REFpLE S RIRERERIT R ,
£E —K K4 ‘ RRLRTERAS

RERIR DR

P092 FEROMERBROVHME( » A) ORBERZ THENWEZLET,

A

1L RBRER (201342 A 28 HELY L)
Bl 1 177.5°C (3 EIDOFHIE)
TN A LS bL : ALY bC—E(F v — FRA)
BRERIERARY P L BEARY MUZ—B(F ¥ — bERT)
FLEE (HPLC) : 99. 0% (F ¥ — b H A7) |
KR X RS RIS © IHME 2 1RIER T (F v — MR,

* AREEL, MERREFLSLED BF) 7 v oiie v 7 —ORBRTEHRES (BER) 2uiciEdtT
ER LI b DTY, 7 b St =21 o DERARRTEHRESEIT, BRERHWZLET,

Lk
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7CI-20130301
11401633-18

p: 4

cAcl3/TNS 0.03%

BN
op/iliima
Sample Name:

bata Collected ons
Aglilent-NMR-inovaS00
Arochive diractorys

Sample directory:
Fidrile: PROTON

Pulse Seguence: PROTON (s2pul)
Bolvent: cdol3
Data collscted ¢n: Nar 1 2013

Oparatox: vamrl

Relax. delay 4.000 seo
Pulse 45.0 degrees

Acg. tims 3.3500 sec

width 7958.4 Hx

16 xepstitions

OBBERVE H1, 499.9146637 M
DATA PROCESSING

Line brosdening 0.2 Hz

T slre 65536

Total time 2 min 0 sec

20/3.3-1

sy 5.

8.988

L

7.460
7.444
7.215
7.198

o
_7.268
-

2.056
2.034
1.855
1.840
1.834
1.828

1.821
—1.815

0.829
9.808

Q.000

[™
0
<

Lt
o 0.29
3.98 4.00
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400

Intensity(cps)
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200
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o 7-332°

18.168°

02

0.347 *
21.607 °

15845 °
233%2°

3.998 °

25639 °

8237°
13.330°

20428

32585 ¢

2-Theta - Scale

Fila: 11401633-1.raw - Type: Locked Coupled - Start: 4,000 * - End: 70.134 ° - Step: 0.021 ° - Step time: 1152 s - Temp.: 25°C (Room) Time Startad: 16 5 « 2-Theta: 4.000 ° - Theta: 2,000 °- Chi; 0,00 °-Ph
Operations: Strip kAlpha?2 0.500 { import .
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PerkinElmer Spectrum /1—3a2 10.03.06
20134E3 18 12:53

Red : : Administrator
B ' 201343818 12:53
116-
1101 R Ve
100”’“ /// 1899.74cm-1 \ , /\A V\Mf\ [A j
30. edm—
90- 31 47’6 \ / 594, BTCMW i ﬁaznsscm
, 944 58 .94sjn-}
80- 3045.66bm-1 /\\ \/\,1019840m—1 AR 2 316m1 a 4¢1 vzcm
' . 99¢r 501 1440
it H T | 28 93cm-1 B 8986m~1 522, OScmd
70 ) ( 1 1152.96cm-1 1 794.53cm-1 1 441,266m-1
i . <1 11262.12cmi1 ‘887.64cm- 414.63cm-1
\ ' 4185.09cm-1 812.41cm-1 548.50cm-11
- 60 ‘ L 452.04cm-1
b3 o 803 74cm-1
50? 3307.66cm-1 i 1
¥ ' 2yporem-1 R 1311.93cm-1
40 i 590.56cin- )
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, 2917.54cm-1 ¢
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10 ‘ 1521}30cm-1
0 T T T T - 1682 880m 1 T T ] T 1
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74144 Exp58 EtOH

O i = 0 H O R P RO NN OO MO NND =000 0n=os || PFLE GIENM130313-3_PROTON-1.

1.97

00
409
o Xe V&4

~

_ A4

4.12

H¥EZE (EA) HERAFINEERY01 PCCY2. AT 4 A ¥= | I¥NMR¥CI6NM130313-3 PROTON-1. jdf
N O
[\ e\

0O = O <H <H 09 WO =)
DATIM 13+03-2013 10:31:21
OBNUC 1H:
EXMOD single_pulse. ex2
OBFRQ ! 399. 78 MHz
0OBSET 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 ' 22.7 ¢
— SLVNT CDCL3 '
= o3 EXREF 0.00 ppm
5 co BF 0.12 Hz
( ( RGAIN 46
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74144 Exp58 EtOH

H¥EE (FEA) WEAHIFYEAE01 POGYD. (BA 7 4/ 5" $= |I¥NNRE¥GT6NM130313-5 CARBON-1. jdf o ‘
; : e wx @ soog DFILE GIGNM130313-5_CARBON-1.

1) [{n] o R [ap e :
S 88 B 3 BEE Bk & 8BS S| COMNT 74144 Exp58 EtOH
2 g2 & 3 TEe 3D T SRR © 8%11\.‘111% i3603_2013 13:34:34
b | \/ k | EXMOD single_pulse_dec
| ] } \ / | OBFRQ 100. 53 MHz
| ' OBSET 5.35 KHz
| OBFIN 5.86 Hz
| : | | - | POINT - 32768
FREQU 31407. 03 Hz
SCANS 512
‘ ACQTM 1. 0433 sec
. PD 2.0000 sec .
» - | PW1 3. 00 usec
IRNUC 1H |
5 CTEMP 23.9 ¢
! - | SLVWT CDCL3
~ EXREF 0.00 ppm
BF 0.12 Hz
RGAIN 60
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Shimadzu LCsolution 24T AR—k

2013/03/13 11:56:17 1 / 1

B e ]

S : 74144 Exp58 E+OH
'*_i;f,/?“ D 1 Z4144 Expb8 EtOH
F—ET7 A I : Z4144 Exp58 EtOH.lcd
IYFI7AI :
Li—bo740L : Defaultler
VeXiitzlic; :2013/03/13 10:33:52
HBTHE : 2013/03/13 11:33:58
U D¥Prominence¥ = {¥74144¥74144 Exp58 FtOH.lcd
mA ' e e
g BDA Muiti 0
2000 =
1000
] = 8 58 82
0 1 ?&3 e &?f‘«:ﬁ ) ?&“é ?s“: ?j,{ilﬁi
Ll T T T r"" T T T T T T T T T T T
0 10 20 30 40 50
. : min
1 PDA Multi 9/254nm 4nm
E-47-7 W
P[?A Ch9 254nm 4nm e, N
E—o#] EEHE | S Bk [t - ni8%
1 5.379 1707 0052 16933 0.043
2 10.900 2711 0.067 14742 0.037
31 11.827 6922 0.172 37785 0.096
4 12.848 4000003 69.175] 39231627 99.480
5 16.211 3184 0.079 19873 0.050
6 17.787 [ 6642 0.165 39876 o101
7 20.786 9338 0.232 60058 0.152
) 22118 2372 0.059 15710 0.040
&t 4033290 100.000| _ 39436605 100.000
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V §
L 5 e E
| 1 EIRR
B g [ .
) A i
4000 2000 1000
Wavenumber [em-1]
(A g Bibedy e :
e Bz FT/IR-4100typeA Memory=2
JAp PP NER A002261016 FELIq4
gt WHEMERE I (3)
TAES 16
£7 4 em~1

[F—5{m0 A= 2OV On
YRR B 2013/03/13 15:56 FAREAE~L50 Cosing
F—BRA PRRE 4 FAw Auto (32)
1 Wavenumber [em=~1] P 1 S T e Auto (7.1 mm)
i %T Ao AE—R  Auto (2 mm/sec)
RE—pR 399,193 cm~1 LR ~ Auto (30000 Hz)
IR 4000.8 em—1
F—AIR 0964233 cm—1 '
F—4ah 3736
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Heat Flow/m¥
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-12.00
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Directory

Nickname : Evo2 DSC8230 Reference : AI203 1 Qi¥TpEvo¥Data¥=1U¥24144
Mode! : Atmosphere @ N2 ) Meas File : Z4144 Exp58 EtOH ,
Sample . 24144 Exp58 EtOH Rate 1 10.0°C/min Record 1 2013/03/13 12:14:09
feight T 3,100 mg Sampling : 1.0s Print Out : 2013/03/13 16:13:34
Sample Pan © Al Operator :
Comments] :
Comments2
DSC |
;r"“\T%Z\ TF
] 186.3°C T 1 186.3 C
170. 8 éf -
- !!l
{
i -+ 180.3 °C
i ' ! | ¥ |
20.9 50,0 100.0 150.0 200.0 250.0 299.9
: +00

Temperatufex"’c
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E SR EFEE N B R EEBE
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- 20134203 H 21H

8L P092 N, N —[ (VI nndvpFvn) v -4, 1-75=0v 18 A[2- (1t m)y" 20 TEh73H° ]

£
BEEo—F: 74144 | S - gE Ty b EGWYC HIE: A HE: 60g
CAS : 1255766-05-2 R
, T H R
#iE (HPLC) '199.5 area%
MENID) 100.0 %
2= 175.4 deg—C

171
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