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BHzitn L TRIGEEYOLE (74869, BIE9 9%) Z#LOURL 7%

[0098] T# (b)

RIVEEVZIBREEN 2 ORDEBRICMHAAR, RBEORIEENT 2
OCUULICRLBRWEDICENEZREBLANORETICEBERE L, &
BOER, GCHEII. 8%DYTFIA—KRR—k (LUF. DBCEE
LD, ) EEURMEANND26149g (INFEI5. 5%) AEUXL 7,
B L RISEEMICZENWEFAMMICOVWTGC—-MASS (HRY
A IS5 7-BE9H) THREMMEZITHER. R2IRTERSHEL
EYOBFEENER I N,

[0099] [F2]

et $ FER(GCERILE vs DBC)
CCl,C(=0)OCH,CH,CH,CH, 5ppm
CHCI,C(=0)0OCH,CH,CH,CH, 2000ppm
CH,CIC(=0)0OCH,CH,CH,CH, 1ppm

[0100] (#12)
VITZIWA—REX—MDEN :
BAERA2006—-3357 3985 AMICEHDOAEICLEN>T, B
R FOILEHRRERICNFT S OLT7 T /XY REEH LT,
NFIDLTT/)FIRNEMEBELT, BT TEXLEY TFILA—FRR
— MIDOWTRAHMOFEICLEN > TIATFARBRIGS L OCRE LR
TW, 7z A—RRr—bk (LT, DPCEBERET %, ) &K LT,
EBICL>TGCHIEIY., 5%MDPCAENLT, EUXLADPCICE
FNEMEBRMPICOVWTGC —MAS S THREBIT AT o-ER. Hb/-
IKRIICTRTBREFILEYMOEENERI N,
[0101]
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[0102]

[0103]

[0104]

[£3]
LZ#E FER(GCEBLE vs DPC)
CCl;C(=0)0C4H; 3ppm
CHCI,C(=0)OCH, 1500ppm
CH,CIC(=0)0C4Hg 1ppm
(f513)
M) OOOEEE T FILDOER :
[1£9]
? , 2
/\/\O.H + C|3C/LC| 07 CCl,
AK-225
RHE. 20COERMANBELETIO—MEEA/Z3000mLOA

SREOKIGFAIIC, MYrsoO7EFiLo0) K (ER{ICRITEEHE,
TO373) M1000g (5. 50FIN) ., AK—225 (JERSFHE)
D1000 g&EIAALIE BREEZTVWANLE60TCICHER LA, RIC, 1
—7% /=) (RRILHRIT#EMHAZE, BO704) 448. 409 (6.
O05EN) 2. RIEOLER (AT) . BEKBRAROREEGERANSE
EERAELTGETN Lk, BTRTH, 80CTIOBEMALL, RINETE
 ERETHRESIL A%, HRO—BEFEHMLGC—MASSIZE>T
KA Lz, BRELTNY 27008 7F)L (LU, TCABEBEEE
5, ) DEEBRMELTERLTWEZEA2®EALL (Moo 7EF
ooy RR—ZDIRFEI 6. 91%) , TOH., FILAHYEES L CKE
L7k, HBICL>TGCHIEIIBULNDEND1109g (5. 05 F
V) BB, SR THBTCABICDWT, GC—MASSICL>TiEE
RE%1T27%, TCABDOMASS 754Xy NEMUTICERT,
TCAB:MS m/z:57 (CH;CH,CH,CH,) ; 117, 11
9 (CCljz) ;183 (CC1,C (=0) OCH,CH,CH,CHj;),
(B14)

JOOOKB T FILOEK :
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[0105]

[0106]

[0107]

[0108]

[0109]

[{£10]

Q 2
~~cH * gLl oo ~~~"0""CHCl,
B, 20 COBRANRBLCHTO— NEX723000mLOA

SRBEOKIGEAIC, Yr7OoO07eFLo0Y K (RR{ERITEHEAE, D
0313) ®811g (5. 50FIL). AK—225 (JBREFHE) D1
000 g&xftAALRE., BEBAETULWANSLB60CICHEELL, RIC, 1—-7
5 /= (RR{EKIF#MEE BO704) m448. 409 (6. 05
) =, REBEOER (AT) | BIEKRIAROREESGZRLNOEEE

BELTETLE, BFETHE., SOCTIBEMEALL, RIRTHR, F

BETHREZSA L%, HRO—MZHELGC—MAS SIT& > THE
ERENT L7z, BRELTYI/OOBEBTFIL (L. DCABEKETY 2,
) PEERHE LTERLTWR I ERELE (Yvon7EFiLoOl
RR—ZDINEKI 6. 00%) . ZDHK., FZILHYKES L VKK LLE.
HEBICE>TGCHEIIBULDESDI16g (4. 95FEIL) 5Bk
o EFMTHBDCABICDWT, GC—MASSICL>THERBAT-
<o DCABOMASS 7S XAY MNaLIFICRTY,

DCAB:MS m/z:57 (CH;CH,CH,CH,) ;83, 85 (
CHC1l,) ;149 (CHCIC (=0) OCH,CH,CH,CH3;),

(515)
T/ /7007 FILOEMK :
[{E11]
2 , 2
~~oH  * chcta 07 "CHLCI
AK-225
B 20CoERSMNSGHELIEFO— M 5EA/RL3000mLOA

S2ABMORBEBAIC, E/7O0O07EFLo0) N RRERTEMFE.
C0098) ®m621g (5. 50FN) . AK—225 (JERFHE) ©
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[0113]

[0114]

[0115]

LUTF., TCAPLEBEET %, ) DEERME LTERLTWB I &AL
Z (M)yoo7EFLo0Y) RR—=IDINFEIS. 91%) , TDE., 7
WH)EESLOKELEE, BBILL>TGCHEI OBULDESD 1
1989 (5. 00EN) 58k, EBRMTHBTCAPIZDOWVWT, GC—
MAS SHMICL > THEERE%2IT>%. TCAPODMASS IS/ XV K
LTI,

TCAP:MS m/ /z:77 (CgHg) 5117, 119 (CC1y)
203 (CC1,C (=0) OC¢Hs) ,

(51 7)
COOOBE 7 T ZILOEK :
[1B13]
0 o
[::]\0'H " CbHc)kCI — OJkCHCb
AK-225
REH, 20COERANEESLTETFTO— M EHEAL3I000mLOAH

ZRBEOKIGEAIC, Yr7oO07eFLo0Y K (RR{ERTEHEE, D
0313) M811g (5. 50FL)., AK—225 (JERFHE) D1
000 g&aAALE. BEBRRETVWANSE60CICKELE, RIC. 71/
—J)L (REYLRT##H%E, P1610) 569, 49 (6. 05FIL)
Z50CICIREL TRIEL7212IC. WEDLER (AT) | IRIEKRHTRDHE
YEEERONOEEZREL TET LA, MR THE, 8 0°CTIRFENM
#Mjc, RIGKRTH, ERFTHBRESM LUK, HRO—MEFRILGC
—MASSICL>THRZERET LA, BReLTY 7007 =)L (KL
T, DCAPEBREET D, ) NELERME LTEXLTWE I & %2HEA L
(ooareFiosol) RR—2DIEI S, 00%) , D&, 7 A
ViRESLVCKELE, BBICL>TGCHEIIBULDELD 103
59 (5. 05FI) %#Fk, £ERMNTHBDCAPIZDODVWT, GC—MA
SSHAMICE > THEERBATo7co DCAPDOMASS IS T AV NEL,
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[0120]

[0121]

DPC (RUAB—Rx—I’BEIL—K), EX7z/—ILA (LT, B
PALBREET 5, ) BLUHI3I~8TEMLEERSELLEWERW., UT
ICEEHDAEICE > T, BREIBLEMICEISEDPCEBPALDRIEAD
BN,

REESmLOREBREHRIC, DPCD300mg (0. 0014 %EL) .
BPA®D®319mg (0. 0014 E/)) ., BPADTENLICHLTE E
IWEDNaHCO ;#1RAAKE., DPCICHLTRAICTIIEBETIREK
LiBREFLEaMELIAAL, O—% ) —RY FICTHRENZRBEL T
1RRERZ RS, FEKERRAXTERLLE. BEATICT 80TCTMNER
L7z, RISGOETIE., RBESMICRADDPCREZGCHMHL. BREEFIL
BMERMLABAWEIERRT Z2IEICE>TIT o, BRSEILEMHI R
ICEZPHEATIMUAERETRLICE D, ik, 180CT204%
BNz LB ODPCREETIT>R, EREFLEMETIMOER (B9
) DEEFEXRIVEFVRIEDOREIR. RINEEICHENHZZEERLTYL
%,
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[5R4]
EhE 209 % MDPCHREE
o EREHILEY (ppm vs DPC) (%)
9 L — 40
10 MCAP 5 40
11 DCAB 5 45
12 TCAB 5 45
13 MCAP 5 41
14 DCAP 5 60
15 TCAP 5 41
16 DCAB 50 50
17 TCAB 50 50
18 MCAP 50 50
19 DCAP 50 92
20 TCAP 50 55
21 MCAB 500 45
22 DCAB 500 80
23 TCAB 500 60
24 MCAP 500 80
25 DCAP 500 90
26 TCAP 500 80

[0122] (27 ~31)
RREFILEMARMEAER
s LTEAWABNaHCO,2BPAD T ENLICHLTT uEILERAWVWS
LIS, Bl9~26 EEERICL THEBREERL 2, BREBLEMIRIEIC
BZ3FEB%ILERERSICEEHE, FHilE. 180CT2040ME
MR L7BODPCREREETIT> R, EREFLEMEIMOER (Fl27
) OEBEERLIVEBVWERIEDESEE. REEZEILHENHDIEERLTWVWD

]

[0123]
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[Z5]
FEhE 200 DDPCHRE X
-y
Bl BREALEY {(ppm vs DPC) (%)
27 L — 50
28 DCAB 1 51
29 TCAB 1 70
30 DCAP 1 55
31 TCAP 1 65
[0124] (I3 2)
T (c)

BrEsLvyao—h~ (10CITSH) ZHRELZAZTE200m | O
N Ly IR (BHEEE) #Ho=>077523IC, fl1TtH/LN7~EDBCx%
BUORBEEYMND100gBLU25BE%DN aOHKABRDS g & td
AR, ERETVWENASKESOCETHE LK, WEN8 OTICE)E
L7z%%. 1 OFFEIE® AT o7,
[0125] T# (d)
WP TR, BRETHML. BULE#E (DBC) #GCHHL.
KOICTRT LD ICEREFLEMM/RETRRUT (1 p pmBTF) £THHE
BREIhTVWS AR L,

[0126] [5k6]

A g s HFHER(GCEAMHEE vs DBOC)
fosms WEH nEE
CCI,C(=0)0OCH,CH,CH,CH, 5ppm <1ppm
CHCI,C{(=0)OCH,CH,CH,CH, 2000ppm <1ppm
CH,CIC(=0)OCH,CH,CH,CH, 1ppm <1ppm

[0127] (f13 3)

T (c)
25EERDKOHKARDE g=AVWSdI e, BLUWEEZER (20
C) TTOBREITICELUMNIE. AIS2:EAHKICLTDBCA2#EDRIGESR
Y& ALEE L 7z,
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[0128]

TR (d)

R TR, ERFEFTHSAML, DBCZEILE, BIXLAZDBC%#GC
AHTL. RTICHRT LD ICEBREBLEWMIRETRIUT (1 p pmIUAT)
EToE,. REINTWB I %R L,

[0129] [3R7]
FHERE(GCHEHLE vs DBC)
My s,
sl LEAT nE®
CCl,C({=0)OCH,CH,CH,CH, 5ppm <1ppm
CHCI,C(=0)OCH,CH,CH,CH, 2000ppm <1ppm
CH,CIC(=0)OCH,CH,CH,CH, 1ppm <1ppm
[0130] (13 4)

[0131]

[0132]

I%# (a) ~ (b)

BT ERBRICLTDBCZETRIGEEMDE6 000 g %2157,

T (c)

SLORBTEEFONNAM Ly IR (BHEEEF) HOEZETHHREBIC
1—79/—ILD2600gBLV48EERDKOHKARD203 g%
HAATZER, MBLTERELTT —J9/—ILEKOEBERMEIRE H
FTIEIWLF>TEARBOKERE L, B—ILT7 14 v v —ERICE > TKD
DEEETV. EREOKSD1000p pmITFICR >/ E5HEEL
%, ERICHEAL, ZEBEHNSKOCH,CH,CH,CH; (1F., n—Bu
OKEMREET B, ) D1 —TH /) —ILBAKRND2000 gAEYXL 7=,

N—BuOK®D1—74%/—)LiaEN2000gHLUDBCESTRM
BEWMDE6000g%, 20CITHALAEY LO—MEEEBELAETOLON
ALy IR (BHEE) BO=D2O07FRJICHRAKE, 75Xk % 4
AIWNIARICKREL, BREZITVWANLAMILNAEEZ 1 20 CETHE
L7ze ZANWNRADEEMNT 20 CICER LER, BH%2 1 5EMEL. @
BAERT L, WIBE, 75X ZAMIAZIHLRYE L. KATER
THMUTz, A%, 7S5SXOWIC200 gDKAERML THEAAETVL., &
BERICE#ED8070gAx@INL 7,
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[0133]

[0134]

[0135]

[0136]

[0137]

T (d)

BN L 7= BE#EEZEEBT22&ICE>T, DBCO5800g&m@IXLE
» EMIXL7DBCA2GCoHL. DBCOMEMNI I, 8%THBZ &, &
SUKRBICTHT L DICERSECLEMHPRBTRUT (1 ppmLF) TH

5 MR LT
[8]
. FHER(GCHMLE vs DBC)
AL
fezme T nER
CCl,C(=0)OCH,CH,CH,CH, S5ppm <1ppm
CHCI,C(=0)OCH,CH,CH,CH, 2000ppm <1ppm
CH,CIC(=0)OCH,CH,CH,CH, Tppm <1ppm
(#H35~40)

D RALIREAER

9. RLEARICAVWSh—FRx— MBRREZRERL &,

B3 4 TEMENLLAEDBCIC, fl4 TE&BLZDCAB%, DBCIIx
LT1000ppm (BEEE) ICARZLIICHML CRBRERR L,
SO0OMLOABEERDO/NM Ly IR (BHEERE) BO=D20772R3
I, BEEE, 10CICAMLERREZBRIELYLAO-NSLUTH VT
VY RO Y LATLEHREBE L, 75 XAHICHEBRRKRD1 50 g &R
AT, IHICKRIICRTEEMELENEZHAALRICIRIEZITVWADNSFIE
DREICME L THRLEBHBREEB L, FIEDREI & ICHATRO—ER
YU TYVTL, ARRSOGCHAEREEL., DCABDYMEEE T
il DCABREDRIELEZR1IIRT,

[%9]
- H&m -§ 44 a
w BERLEY it pKa | (& DBC) | (%C)
35 | 10%NaOHKBH H,0 15. 7 1./99 80
36 | 10%NaOHKBEH&K H,O 16. 7 3,/97 80
37 25%NaOH KB # H,0 15. 7 199 80
38 10%KOHK B K H,0 15. 7 1.2 20
39 | 25%K,CO,KBHK HCO,"~ 10. 2 1./99 80
40 (CyHg) 3N (CyHg)NH* | 10. 7 1./99 80
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[0138]

[0139]

[0140]

[0141]

(14 1)

H34DDBCHSDD P CHIER :

DPCO&IEIE, TRATNKZMRIE, FEERIGD 2 BBERISIC K Y EiE
L7z,

T. TRFILKHBERIS :
IZAFIRBERIGICIE. BRI v 4oy MIEHS ARFIEEREEE (K
F:25mmo, FEM: ANTF—FRK\vx> 7, EREH: 10 1)
RAZ—BFVCIVTUHT—83FY, ) AV, ZEBBEOBEICSLD4
vyO75R3%5WMYFIF, DBCH1160g, 7T/—)LD1820g,
DBCIZRLTO. 9FEIL DT NS TFILFHIx— MO ORDRFARE
fHdar, ¥ T2y MERTICLYBHRLE, TOFEH, BEEOMBE A
L. BEEE193CHTHRELL, 2D, BIEOEEZ117CICHRD
£O&EREL (R/D) 20063 6ICEELIEANLEBIELIY TS/ —IL%E
BEt204 gtkEH L, TOEZDRMALAIK27 90 g & RORBITAHW
7=

2. PRI :
TORMLKRZRW, 1 EACEKBZAVWTAEERIGZER L. BE
BEZ190~200TCIKHKRL, REEENSHRLAICTO0OmMmH g XTH
FEL., 7z /—J)b, DBC%ZFX& 9 28HKR2360g%8EEL%k, DPC
WEO0O%ZESUHERMA4 20 gxRMNoRE L THEL,

3. B8

20K b LE, BEXINARL—9— (RRERSHEE, MF-10
C) ICEHMICIZKAL, BE: 197C, EN: 2mmH g THE%E FHD
ETERBRMERYRWE, TOE, EonBEKZ, BE: 180~
200C. EN:19~5mmH g TREREBL. EHaKDEZERYBRWE
%, BE:180~200C, EN:5~2mmHgTHEZRZEZEREL.
BHEE LTHBEDPCD80g (GCHES 9. 9%) 52/,

(B4 2)
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BISEMDPCERAVWEEERRY A—KRr— MRUEH :

ZESE (15mmeX200mm) BILUZRENORIBEITEEEL.
IR (PARSSEMTEHE, MS—8) BLUEKLEAEX/-300m
LORNEMDO7SXIICBPAM3 1. 19g, DPC®30. 00g (
0. 140%EL) ., BPA®31. 199 (0. 137EL) ., NaHCO,
(1. OuEI/BPA—-FEIL) ZHAAL, O—%)—RUTILTRR%
WEL T BFERIBEI %, BERARICLYEREICL, 180CHOFTIL
INZRITE LT,

[0142] MAEMMNERL%, TAIUNREE:205C, FH:200mmHg
ELTERZRBLE, RRTRET DI 7/ —LVEICIYVEGDEITZHE
RBLANS, ZANMNRABRESLIVCRRENEZR A ICELLI B, RIKEE
FHEE FANWNZEE: 280C, FREAD T mmHgX#E&E L, &S
FARNA BB THELRICL YIRS RIRICA S BERTESKTEL
Tze BEEMIFFTEET. BEEFHL2FEMWIRNE60000THo T,

[0143] AFEBAEZFMICEHEORBRREZSE L THB LD, FRBOHEH
CEHIFZRMT DI R BRARBRERPBEEZMADIENTESLI &IEH
FEICE>THLALTH S,

ALFEIF. 201281 OHHBEOBANHFLEE2012-1783
27ICEDKHDTHY, TORBRIZICSRE LTWMYRAEN S,
ERLOF AR

[0144] AFKBOH—HRx— MEEMOBERRICEINIE, FRAFVYEOEHLLE
MeBWB &, BILKBRFOBRUEAAZREIET B &, BFEIK
RUA—REZ— MOEEICAWD I ENTREASHEDH—RER— MEEY
ZBETE D, AFEBOH—REr— MEEMORERFETHEI N LD —R
*— MEEWIIE, BRRIELTRHWEAFY /0072 NV HEDOEBERESEL
EMOEREMEL. BREFLLEMDEAZED )V FOLAFVELDE
RROEHRE LTAWSZENTE D,
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[E5KIR1]

[E5KIR2]

55 R DEIH
TR (1) TRbIhZ{LEHE, T (21) TROINBLE
MEEETH (22) TRINZEEWEERRIETH—RR—
LEMEaORBEENEZFIF—IE. RO,
BONERIGEGYeRIEEMCEMEEMILLIE-TRE, 23
. A—Rx— MeEWDOERERE -

(1]
ClsC_ _CCl,
\ﬂ/ (M
0
R'—OH (21)

HO—R?*—0OH (22)

2L, RYUE, 1TEOBERETHY., R2E, 2MOEKRETH
%

AIERIVESMA,. TX (4 1) TRINSELEWEEITR (4
2) TRINSILEDEEH.

BITIRICBWT, AIERINVEEY ZrmIEE LS & M
B2 EICE>T, FIETFR (4 1) TRINDIEEWELIETTH (
42) TRINBLEMEDAET D, FKRETICBHOH—RR—H
LEYMDEESE -

[1b2]

O CHxCIS-x

R1/ \”/ (41)

O

H O O CHxCI3-x

~ R2/ Y (42)

o)

L. xi&, O~20DEHTH5,
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