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BirE (207C) 1.4189 1.407 1.406 1.353 1.422 1.369
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Bk (FEE%) (a) CPME/ZK=83.7/16.3. (b)2-MeTHF/7k=89. 4/10. 6.
(c)MTBE/7K=96.5/3.5
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—® CPME
——|pE

B THF
~—&  MTBE
B )-MeTHF

MTBE
= . 2

0 5 10 15 20 25 30
ErfE(8)

FERZME £ 65 ml OBEAFEPRIC, 7020 ml EZEKAE AL, R T
BFETERE LT, RRIFEIC, DBV U7V EEEIL, FrEEO =3 Uik
AYYRERMLTC, AELI THEEFARBT b Y & A THE (3
— KA MU —) L7,

CPME : Z&HI BHT) 2RI L VBRELEZ DA H L,

2-MeTHF, THF : ZEA %2 &A L7 ingdh (FioEsiigE TR a ) 266 L=,

MTBE : Z2ERIZaA LR WL (S 7~ TV R U » F48D) 2 L7,

IPE : ZERNZRZRBIZELVBRELZTRG (7~T v R v T8 2468 L7,

@ BARMEDE

7K 100 g 12k % CPME OIAFEEIZ 1.1 g F£7- CPME 100 g lZxd 5 /K DR 1%

0.3 g THY ., MO —T LRERAIE g L C— 7 XK BUKIER @\ &3~ 7
(#3-1) .

ZOBKEERFIALEEL X 2T — 32— 7 ZARMMAKIZ L D CPME o ff{d s f
ZHENL LT, Blx0X. 1,000 ppm D7K5yZ Fde THE X° CPME (2, Z4LE4L 10 wthDE
L¥aT——T7 R4 ZRML, BEFICZOKRSEZIELIZE Z A, THF Tk
18 BE#&E LT H K4y :1% 200 ppm LA RIS L7gw 2y, CPME Tl 2 B2

_7_



100 ppm, 18 K#21CIZEt ppm ETHWADTHZ ERNl-72 (K3-2) . o, T+
— VA= NIy T ENF LT T Aaf T, KEAF I CPME Zn#uEpt LIt
UK T 2% & KD BEST 20T, 30 pRREDOMEIK T, 77 A afioky&E
1L 50 ppm LAFICHA L= (3-3) . 20X 9 ICEROHAKLIRNFIRETH 5,

T, AEEOEERENE (|IE=80 C) R LzE 25, CPME (kT %KD
WIREIZ AT 2000, KICHT D CPME DIAfREIXMK T+ 5 Z L3 l-7-, 2D
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B—IE W@k (PO) AR LIZ WS

Ffi 7= Lol R, E|E, EXRSRET, ST —T LRIEE O PO E
LSS — RA R —ICCEMii L= & = A, 2-MeTHE, THF 2 OY IPE H1 0D PO 2k AR 3H
FEIXEE AN, CPME X MTBE & [RIREIZ PO AR LICK W2 LVl -7 (K3-1) &

CPME Db EME A BETT A -2, BABERIC L A REEEES (DSC) %
FAWTEMIE L7z, BAEICERT 2B RIL, X=X 71 D&k (Lo —72
FEN, Hov—7 cKEY ([ZHNS, 22K, DSCIZL Y CPME (PO D72 54
TI) OFRBBIGEABIE LT 2 A, BEBBEEIMEWL DD, ZOREE (Lo
V7 ) 1X<100 J/g EANS W EnNHloTz (F3-2) , RIS, BEENNNS
AUXSERR TR, P
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IR DAL ZE ENE D FHME C d> 2 Wi B BSOS EVERE (ARC) Z W T, BriElR

‘Té@mwaa%ﬁ@ﬁﬁ(ﬁﬁ%ﬁ@ﬁﬂﬁ)%%%Ltoﬁ%@ KER9
cm@%%éﬁiﬁﬁ 2, FgDRMERE 2 A A, BVERT & e —2 Y
. ERAME D5 COIRERIRTH CREEBIEE Lz, BN RET D], WS
 RESIREITFREHRE S IFITE L R b EF L Tn<) ofzoieHaix
SN D —EIED N 720, - THDOHOHRARYBETXx S,

ARC T CPME @ H 2B D A 1t (BAgEfaRmIEREn) 23 L7z & 2 A, EHRME
ZMET (5 MPa) TITFBEUIBIZR SN oT-, —J7. ZEXIESAET (5 MPa) T,
105 CT, $1.5 COREANRD > T=NZENLL EOBITRD o T,

#3-2 LB EA DSC HIE

PO/ | RERARNERE KB
(H20: wt ppm) {e) (J/g)
4.5 128.4 61.4
30.0 122.0 67.0
150.0 129.5 77.9

FEREAE BEXOBV/SERBI 2NN A 2250 E PR LIRSS R EE 2 1IE LT,

ESAET TOT e HERBDBIEZ I N0 T, KRIZ, BBEMESMAT (1 MPa) T
D CPME Db ZE EMEZ 7 L=, /NERED SUS BRI BARIZ, BEAIZEH L
THF & CPME % 1 EHUNZ . 1maf4)C_%ﬁbto%ﬁm’ﬁyf)yﬁbf
DSCHIE L7=& Z A, THF OBAITIT IS EE DS R ﬁk#é@ Z%F LT, CPME T
X, HTFOIXH-| mw6M5%@®ﬁm#%mHW TIE WA DN 2l FF
LTz, > T, AREMTFTO CPME O @&\ g2 %mﬁﬁéhtoM
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3-11 40 °C. EEFEINE F T DSC HIE

DSCRIEICLAHERASE
1200 =
® THF
1009 O CPME o
__ 800 o
(=]
-~ o
= ®
el 600 &
o
400
® 9
200 ~ o 4
O
Og a Q o 0O O ) ‘ @) , (@]
10 20 30 40 50
R B (8)

TR 4 ml @ SUS BURGHCAREIZFTEEM A, BBET1 MPa lZME%, 40 C
WICTIRE L. BRI 7Y 7 L TEDOFREEZ DSC I CTHIE LT,

I mikd (PO) AR LIZ WERER P
ST REEN L P-4 V7 a e —F L (IPE) & CPME @ PO ARk 0D 75 52 A fif iR -4
L2, FNENDREZET I HVFBUEICONT, M3 HF R ICE v I 2

—> g VE{ToT,

3-12 POAERKA 1= A A

H OOH
02 02
. OR — = 5
OR Slow Fast OR
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X 3-13 M3 731y I alb—va v

CPMEZZhIb IPEZ I HIb

I—FIVSTAIVDMET -2

#s& | cPMEA) | IPE(A) =oA CPME(deg) | IPE (deg)
C—C 1.502 1.504 GGG 1156 1109
G- 1.503 1.508 C1—+C2—0s4 1183 1121
-C2—0a 1.368 1.374 C3—+C2—0a 1219 116.6
0:s—Cs 1.417 1.427 *C2—04—Cs 116.5 118.1
—ES CPME (deg) IPE (deg)
Ci—-C2—Ca—Cs 168.6 164.8
CG—C—0a-Cs —355 —52.4

I—7IbZTHILDE LR (i :kcal/mol)

M (H) | OFTHITILF—(SD
CPME 442 1199
IPES AL 409 1123
FAFILT—F I (CZRE) 46.4 116.6
t-FFILT—F )L (SrRk{E) 440 118.1
( N

# CPMES VAV ERRBERICEHFDAEFLERLITCWL, LIEHSTLIPE
SITNIEVSFREL-HGBE{EMDEMIC LWL EEASNS.

T—7 O HERIIE. BEICLYDZNENDOSTNEKENS RPN TRE
TUANBERT D ETRHBIND (BB , WRIZ, 20T VAR, HwR)
ICEEZ E UG L TCPO R 525 (X3-12) , 2T, IPE O CPME @ PO HifBR{ATH
HRFBETSHINDERENET I 2L — 3L (03-13) . POHRIETH S RE
T HME, spP IRER £ D720 O ENENODRET T AIVITEEEE L 720 |
FEDREEF C-CCyl, 120 ERR L LETH D, IPE T VI VOEAIL, HHEEES
INTARER - DI EA U TX M5, CPME T VW /UITTEAT 5 BBREEDT-D .,
KEZEMOIEBPREETHY . 7 HNVOZEENMETT 5720 PO BAERKLIZ VY,
RFET PHNVDAERRRLET LT —2 S Ialb—rarT5E, EH5% CPMEN
IPE 1V REVWMEZ/RLTEY, CPME TIEENKEL, RETVHINANBNREZETH D
ZEELFLTWD,
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B ARESOSEEE, FhHTA L OSATEREE & L C o

AEITIT, AERISZIZUH LT AKF T 0¥ 22815 CPME OA HM: 2 B
T 5720, R EICRE SN TV A EE4 R B2 £ L o=, LT, %L Cadd
T 5,

—IH AREOSOEEEE LT omE Ml

(1) . ZV=%— G (R HALE ) —LDERK) T

AREBHTlX, 7z~ 2oy A7uI RETY MO G%, THE & CPME
HCSENE UG L T D, BOGKE T 12, ArElie TR 5 & THF HCliam s
BRI ROSIR G INE— R & I B 7 BRICARZER =k T Vva—nix, BAKkL T
TV T 4 VNS EIZEIZE LT, — . CPME Tl @mm&mmbﬁm YEEL T
TEROEZENL NI WD T, =T L3 — OB SN EI TSR E =T L
a—VEHEET S ENTE D, BIIARLERILEYORERIZIT 58 HEDEEEIC
IRENTUWND,

a3 —1 V=% =Kt (R BHNLE ) —ILDERR)

PhMgBr + acetone — Ph
solv

solv alcohol (%) olefin (%)
THF 44.8 33.1
CPME 819 1.6

(2) . 7V =xy—i (T V) 8
CPME i, 7U AT =y — LREEBRTEHRT D E L BT, FIE2FHEIRURT
LT RO G%E, 0 C, BIRTHEMETHZ LN T D,

RIG3-2 7Y = —/s (7 U b)

OH

1. Mg, rt, 3h CPME //“\v/l\

2. PhCHO, 0 C,2 h

Y.80% (X=Cl)
Y.90% (X=Br)
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(3) . LiAIHEICS (NPT v a—OEpk) °

ZRABTTF VO LiAH,E G (0 °C, 3 h) &, =—7 /L& CPME T L
LT, RO TH, TNENDRISREBE T VA Y TREEL . #riz7adh
MR AW Z L7e <. B baW a2ttt L7z, CPME OBKRM:IX, =—7 /1 &b
B35 L Emn=o . BRI LA DO KIE~DOBITHHNH S 40 CPME B2 h=R X < [\HIY &
N5, 7> T CPME Z W8 DIER (NEEEME WS T A7 a~ N7 7 4
—HT) 1M E L7, £, BRI CoMmBERE kT 5 L. BEMLEW TH
HR VT I a— LN —T LG 21 1%KBICEAT LTV A 23, CPME HrCiddb
T6. 1% CTH Y, CPME [ T=—T /L LD ENTHHEE CH L2 H DRI TND,

e 3-3  LiAlH, & o)

PhCOOEt + LiAlHy — PhCH,OH
solv

7% 3-3 LiAlH,iE7C

I (%)
P LB 7V ) QLB

HiE 83. 5| A k)= 93.7

CPME |7k J&B 6. 1|7k = 4.1

& i 89.6|& & 97. 8
HikE 66. 3
T—T VK JE 21.1
& i 87. 4

FIH B E LT om s °

CPME [ XM m < . K& DMK GBERD RN mW o oftEg e LT HAHTH
5o ZOHE LTI, FoEmE EH TR L) KICEEE L2 2,4~ Ry
LRFERA TS0, FZ8EE /T8 (3) [ZBITDKICEMR L= VLT Lo
—)LOFHZIERIL, CPMEIZT=—T /L L0 HbENLTWS Z ENET 65,

BT TR L Lo A
A v oNm o IEE I 7V E ST DO PR RGN L LT, Hk A

F L2 CPME=1 : 2 DIRAEE AT 5 & PRIEDNFAMEDN . 95%ee 735 99%ee
WZm BT 5 EE BT, BUED 80%E RFRMENTEOND Z EAWREIN TV A,
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3-14 X I 7 )VERH A ST

S
7 /K

VU CPME Hf CHEALME 2 7153736 FH 241
I 70 3 LS

CPME W, KIS 34177 U a v bR, o BRI HETT 5, £ OHH
E LT, RF—D 6D ) —7p{fi#d & CPME OB M EITERA L2

DEBRZINTND,
IS 3-4 a2 U a3 AL
OR OR
o OB PhIO, TMSOTf o
BnO SPh + HO — g0 OB
BnO OBn BnO CPME BnO n
BnO OMe BnO o0~ (o)
Y.83% BnO
BnO OMe

TIH ANBRAERUR Y
WALESMFIET. (D-V FaERTF—ADOH LR - Kk, 3EOEEEF T
A ABET B DAL S DSR2 58 <

(o]
’%*Iﬁ

Bt LRSS STV B, THR 1 CIE
RS2 7200 B RUSIHIE & A SHET LAV, E7, BT b= i L
RV, RV HTCIIRINER A 3 5 (23%) B RVAEM NG Gz, —J7, CPME H
T TSR OTSARIEA ) F UL AS KB b L7 (60%) . CPUE Z8WBEHe L A1

AL L TCTHRMIEH L Cnd b EE 2 N5,
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KInE 3-5 HAR=/L-= K

& OH OH OH
Y solvent, rt, time e |r |r

(+)-citronellal (-)-isopulegol (1) (+)-neo-isopulegol (2) (+)-iso-isopulegol (3)
solvent phase time yield (%)  product (1:2:3) note
CPME heterogeneous 18 60 85:11:4
THF homogeneous 18 trace - recovery of citronellal : 93 %
toluene heterogeneous 10 23 86:10:4

HoIH BNy T TROR

AMEFTIX, 8 () $HAMEEEZ WD 7 2=~ T 2y uLaTn Ky s
aAF TR ROZaALy 7Y TN E, ST —T L RIEEE Tk LT
Wb, =T NS BV (88%) #5272, CPME 1 CH 81%DINETH -7z,
—J7. BT D @y THE R° DME 1 ClE, ZEd0 34%, 21% L RINETh -7, 72E,
T—7 i, &L KSR, I bR EORED R L TR D REARKIC
Il SN2 E D RO TH CPME O FMENER S35,

ISR 36 b7V v IRG

Fe-cat
ArMgBr Tt Br > Ar
CPME

Y.81%

HWUE ) =y—A v 7Y IRIEP

RO TNFR T 2o~ T Xy AhT7 I REZT7 bl vEEONILE., %
PR —7 VR Tl L TV 5, =—TFT AP TIE, 7' Z 7 2= _P
VIO TRV AEDRISIZE ORI LI T oA SR T AT B RES
B (IR 54%) *, Bl&HiE =7 bR U R = —T7 EER LIS L, BRERD TH
HRU TV —LRUBELEZAR LTS, LLEaRNL, BARDIIELND D
DOFE ZIATHA L7-fEO 7= D KEARBIZIT#E S 72y, THF ACIE, X ¥ 7=
NRB L F AT R T AT I ROZWKISIZE Y~ Z 7 vFa 7 =)L
~ xR LAT7u I ReaE (IR 62%) *, gl&kE =7 vk v R —T LK
ERIGL, FUT U= AR URPIGELILHD, 58OV A AFRMED T THE D43 iR &8
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Doz, —J . IPE, MTBE, DME FCiE, 7V =¥ — il EEDAKITE<RBD B
720, LaxL. CPME OFEICIE. 7V =% — /LiREEOFR L AIEETH D . iy
fetEbm <. BIAERD 2 SICRTEDL Z ENTE 5,

SO 3-7 7V =% — VR
Fs Fs

+ Mg — 3
solv

BF, -Et,0 Fs
_______’-.

3
MgBr

EIE EAEEEOEOFESRA~DIE
B SRRV U AHREOAER (REMMEE) *

CPME 1, 35 CTH ffilit L THOBEDARFANT f =V T VTAFET, A/NVKT
ABEHERE = bad L7 ¢ VICRFMINEE, ZOFE FMASE - BLREET D &
HEO LT8R U A OFENEIETEOND, CPMEZHWA & 1E/LRS
— IV TCHRISEEDIKR TR ETE 5720, KREAKICHE LB TH 5, —.
FWEREE AT D L ee MET T2 L bESiz, iz, ZOFMENS 2 T
FEC, BRIV Y HIZHETX D,

FOGA 3-8 SmHE Y U A PREO G CRAINIER)

COOH COCH
1. cat : suffinyl urea NO, H NH,
A N0, + 0 0 — _—
M 2. hydrolysis
o 6]

Y.90% Lyrica

B BREEA LY =L O (REMMRS) &

BTH L RRRIC, CPME HI, s LCARBFALT 4 =V LTIHETR, = b
A LT 4 DT A VEFEE DO R AINSGED, @R E ee THITT D, 2
DEEZEE L U TERTRAR T, FALI T — LORFERNER SN TWD,
CPME IX, = huA L7 4 o ~DORERIEDORFEMINKIEDZATIZEHTH 5,
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FOGA3-9  RREAN AN 2T — A DERK (REFIIRIR)

cat : sulfinyl urea

Ar (\N
Ar~ F ASH — g ‘\K/N\//
r\/\N02 + Ar \_/\NO2 - > Cl_@/\sa‘
§Ac

CPME
Ar=2,4-Cl,-C4H, Y.84%,96%¢ee R - sulconazole
BEE RERREAT AT O AORR (FT Y — KR

CPME H1, EVREFMHEZHT LTV —AFERICLD 2-TI /Y D UHED
T D NT U=, IR TER STV D,

OGS 3-10  BERARERI 7 VT U LOERK

Cl

Cl ON Cl
RN O,N CF, KOH —
+ ——» — CF
| z CPME TN\ /M 3
N” “NH, Cl Yupto80% N o
NO, ?

FONET A A RS ~ D F S5
CPME H, 43 Tl & F N 72 3l O AR FF SO 2 < 0BT %,
B AREAF I~ A TSI P

CPME | =T U HROFT AT LT MIEFEE T, R 7 /L2 — D55 FHNAREF~
A TSNS L HEAT L, EREIDDOE ee THMETHERMNELND,

ISR 3-11 A Fo~A A

o]

cat : cinchona-alkaloid-thiourea Ph
)J\/\/\/OH e O
Ph

CPME Y.99%, 96%ee

HH RE T v RMEROS Y

Z OMEBTIL, CPME #1, RFF Pd filEAF7E . NSFI (-7 VA X B 2 ALk
VEA X R) EHAWT, IR NVED affifE SRR 7 v b, IBE. 5 X
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XA NR=NEOBTLIZLE VRIS T A7 AT T a— i, EIERNOE ce T
55,

e 3-12 RF 7 v FBbOn

(0] QH
1.Pdcat :
R/\/U\COO—’[BU + NFS > RN coosu
2.concentration z
3.L-selectride, THF F

Y.89%, 94%ee
BIH AEHE RO

L= ~CPME {RAVRIEF . In il & REERANA 7 — L ) VR AT VARBEAFAE T
TDO, 78I T7IF—ET YR ?%’?ﬂ:/—\% 12 KD ARFM AR SOR D S S
TW5, M OHhEREE LA, %ﬁE@Mﬁil%T%otb CPME

DIAFIT IV & ILERD) D ee TH E’J&ﬁ“éiﬁk%ﬁ\ Ronsd &I, Mmoo
BAYRT DI ENTE D,

SO 3-13  ARFEFH &

I;IHBZ
) InCl, cat :
/g\ /\/B(Pm) Ph/\/\

Y

Toluene-CPME
Y.96%, 95%ee

FUH  AFEBAINEIE (FHFEBEBLES)

CPME 1, RFAE OB 2 AT = AEAFIE R, T2 UILEE R FIL~D W
RV o U BERDO~ A NG, IR E ee THITT 5,
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OGS 3-14 ARFIRAIIBS (FH R B AR S)

0 Ph )\
N
PhYN\/U\o)\Ph + >coome PhY \HJ\O h
Ph

CPME
Y .90%, 97%ee Ph

COOMe
FLHET AR E T RS~ FH F5

T—T VR E L CORRDOREEZ L, AEEZ WD RISRE: & LT
HILH STV A,

%—IH Buchwald-Hartwig 7 X /b *

PA/C MRBEAFAE T EAR Y W SUIIRIMIR T X o RSEET L k2T V=T
2 ROFEFHET I LISE, it E hv= 20D CPME ISR BEA T35 2 & T4
RESEITL, BMETLHEBRT I VRN E—Elm s L THLND,

BOEC 3-15  Buchwald-Hartwig 7 2 / 1k

/— \ Pd(C), Base, Ligand /\

PhX + HN 0] » PhN O
/ CPME

Y.95%

BIH OREL TV TR

CPME /7, Pd fiiEAFAE T, AHEEMLAEWM E RFBT A7 = EDORFED T
TR BIFICH#EIT L. BRE T H54EENEmINETE LN D,
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RIS 3-16 MBS v 7 ) v VRS

R i R ]
|
S Br S ZnBr
. | i
0
LY A S
Pd(0), CPME S \ /
Y.72%

HoTE ERBECHT Y —AL®

CPME tf. PAfEETFE/E . 7V —A7 a3 R ~FuBbeWmis et s L. &R
B C-HT U — AL ETT 5,

R 3-17 C-H 7 U —Ak
X R
X R Pdcat /
4 + ArBr ——mm»
N H CPME . Ar
Y. up to 99%
BUUIE KR h v 7Y TR
CPME H, Pd filtlfFE T, RYU ZAFuRlL— NEEFRLE L LEBAT Y 0
ISR L AT 5, B, sp* RBICHA LI MY 7t nRL— ok v

VDo ZIWZHHTH D, CPME ElEE A IR L 72K & OIRATABER DM R 2 5- 2
TH D BRI,
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O 3-18 gD v 7Y v T R

OBn OBn
Cl Pdcat, CsOH
+ X N
BF;K et > | R
P B ~
X CPME/H,0=1:1 X
> 99%ee X=CH, N Y. 39 -95%, 97- 99% ee

FNHT T L AI— T (AT v AOHHE) ~0uE

BREOBEZFERT208T, TOHEALBREIHSANUL, 7L RAa— 7R
AIRE & 72 ) BEFE) O RIEHITEIC ¥E73 5, CPME Z R U 72 5261 & 7”47,

R S e U

WH EN 2 ARG A RSB W T, AFRERE L0 2210, REICE
LWEEKICREBT D22 LIFEETH D, TR T, kre 2REHE =N VOKIG
ThiHE T —NE, ERESKTH 28 RE EeEm) 25 %25, Bz,
Tha— bt =R LEDRINFEERTH DA I ) =—T VIR (1 27— M) 1%,
FxXH v A XY VRORER S B EAST LAY OEERFIFMAETH L, O
HLOIE, HAKSGET= R UL E T a— L a b KBLIRIE LT A %5 O~
FNAEREER TS 5 Z L TR SN D, 7T rbe AT Eof@Es LTiL, 4%
¥ DFMESCHEA = T VBRI ZINRCT WVRNBFET D, - T, KOEAEN
KL<, AILAY (= b U AT L a— L) oW bk E OEEN < . BRICKH L T2
ET, AEEY TH DI OERMPEIMEWEENFET T, KIS THABDO BT
BHULEMESED Z ENTE D20, EORRINFREL 705, EH XL DR
TR DU L U CCPMEIZE H Lz,

KRR CAE SN TV ABEFED FHETIE *, AM-HEAbKE -V A 55 R % 5 1
THOMENDY | BRIk L TARLEE R —T VRIBGRE (BIALcoAx . &
Wi lC = —7 V) AT 5, RISKETH, ML ERE2RE AL, mR OHEK
RERELLEZ, WOTREEEROWRNE, MHE, B TH 2 =—7 v (ArK
<L BIKMEDRE) OTINC L ke b 2RI 1% AT 5 2B o A 2R THBY
IbEMAEHBEL TW5, ZoB 7ot 2 TlE, < OTEST ot 2L G
TR (m—T7 L E g ik D A1) DLETH 5,

—HEH OIX, CPMEZIREE & L7eh B s 7 vt AR Lz, ¥
M-3R FE-CPMEH Tl HEIZCPMEICIRRE LIC W, RIS THRICITHE T 5% &
D HHAET DDA T, AL T4 EEICRTELZ ENTE D, 20X
INZCPMEDFEAIZ LV | IS THROBWEZ A D HE Lic 7 ot 208N (71
Aa—Er7) 10, BEE L OEEEOBLSND b RIERI A N T (=45
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HHD) NARE L e o7, UUTIORT Z U= I AN —DBLENL, TakXr
AR —IZHHEBRTEZEEZ TN,

(1) 4 2RO FEIECFER DB

(2) falR72EEE O HCZ L E M/ L Al TR O[5k

(3) TRHEEKIBIZHOLT I ENTE

(4) CPME IR DSEBRIENRNT, [BICHEHANES & o7

RO 3-19 B o —RUi & TR

4M-HCI solution, CH;0H NH HCI
R-CN -
solvent, 0°C, 1 h, then 0-5 °C, 48 h R”™ "OCHj;
R solution solvent Yield (%)
1,4-Dioxane Et,0 86?2
H3CD/\}"
CPME CPME 90®)
CPME CPME 89b)
CH3

a) U.S.Pat.No.: US 6806380 B2
b) Work-up of CPME process is only filtration and washing.

[ﬁm:l—ﬂ.-w#b J [ﬁiﬁ;;cme ]
=1l I L
[2. A BRTHRERL ] —e— [2. ?%iﬂ:?cl%ﬂﬁm]
L
[3. 40°CIzmiE ] [3. %8 ]
o T 7 0bRiEE T
T ] - TR -9—4 [ T ]
Ty, | ERoRzEz ) AR 21 S5% )
=
i [s AHICEDBERHHE J DY =S AR —
- L1 - EEDEIE -
x—7rmm ) |-mEooezER
= i ]
4L ]

_27_



FH DURAT WL P

KRR U EAWD FEBRT T = OB (NCA) A RIZB T 2 A i
FREFORERNEFFIOR SN TV D, BT L Tlix, 40 ‘CT 10 BRI UG L721212,
BAEL., BIRIETHD TV 28N, M LR E A, 28 L CARY
ERFCWD, —J7, CPME ZIRIE & 2 & RO 6 I TR T L. IBfERGEIT 572
JCEIERT T A0 T, A, BB TROLTEMET LAY EEH 2 LT
%o ZOXHIT, CPME OfFERIZ L 0 ROSKEM O %EfE, ZEEE XEm L) | &
W7 TR O (BEKEBE LT a7 XV /) %, gikor
Ik &[RRI RS BT D,

ROSEC 3-20 B b

1 1
R cico-occl, R
R? H COOH ——> R2 //\\

Iv, 40 “
solv, 40 C g o]
R'=PhCH,CH,
R?=EtOCO
[1 f£3AH [EHE +AcOEL ] (1. H3A# R +CPME ]
2 TFRAT VAT 2 CERRT VAT
[ 40°C * 3hr ] [ao-c * 3hr ]
- 0 )
[ﬁﬁ:w’cmm ] T)—HrEAR)— [3. F&AK 40°C * 3h ]
T RRTaEr T
[4_ N2IT YT ] [4 N2INT YA ]
~ L RN R ~ L
[5 AcOED FE EUR ] -NERE 70—79% [5 CPME DELE B4R ]
i g -FEEER] E 99—99.6% T
[6. n- YA ] [6. D ]
l I I l C
[T ] = -
v | L L - E
= [s uiE ] [8 (77 ]
[9 Be9% ] [9. E&9% ]

%ZIE ‘7 \: \/O)/EI\E‘Z 40, 41, 42

W2V T 4 VBT I KRBT X U ~OSRIZIX, kTR ERFT LT L a—
IR L CWele . MOSOEITIZHENALT 4 VBB AT VNEIK L, £ D
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FEREEME Lo TWZ, L, CPME 2 L2 2 L TRILT ¢ VERSEF
ARE L 2 0 BEEEM A KIEICHIE T 5 Z &N T 5,

ISR 3-21 7 2 UARE

ek

E R g ;i_ Nu- E UNu Hel "Nu I
\( NHQ— 0 R2 ﬁ\r N Rg ‘_r H R2 RO C|H3N R, * "OR
WA

NH
*SO-tBu HCI/CPME NH,/HCI
> Y.98% (80 mmol
5°C-rt, 2.5 h o )
L NH,OH
[ t—BuSOCI] ___ » t-BUSONH,

CPME Y.97%
-10 OC'rt, 2h (80 mmo')

FUIE T VIV IOZDT Ry MU ~DISH *

IINETHRARTE LT, CPEZ WAL AR LFEINTIZEA EA T IETH
S77, . CPMEIZIEER LN AR LIZK WD T, TV HNVKIGRENS &G ie B
BT Ry NEBIG~DISHPRE SN D, 7 P VEISIE— ISR & 7
BHDT, WD EWCPMEILE L= UGB ThH D ¢ B2 b D,

FTIE. TN (e RrAX = fk. B Frv bk, B Re F4—A4L &
NUTTFNRAINA BT A REHWDIEITLES) ~O CPME O ARG LT & 2 A,
i RN Sz (e 3-22), fiE-> T, CPME X7 VA AISIC b A TE 5
Wi CcHh 5,
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FOSEG3-22 TRy NS

///.\/\OR R,MH, initiator‘h RM._~_~__OR
CPME or THF

R RnMH Solv Y (%) E/Z (%)
H 7 -Bu;SnH CPME 93 84/16
H n-Bus SnH THF 98 86/14
H (TMS);SiH CPME 94 12/88
H (TMS);SiH THF 95 11/89
H n -HexSH CPME 78 48/52
H n -HexSH THF 83 48/52

TBS n-BusSnH CPME 88 80/20

TBS n-BusSnH THF 91 " 9555

RIZ. CPMED T ¥ A )VEUOSIZT D ZEM 27 i+ 2 7201, ol HEEH
IR ONWTHRF LTz, 40 Fo-1-F =Dt Ra ¥ =)t (F ¥ hIVEIEAIE
EF., BV TFINAZRNA KT A4 &0 CTEMEIST D) 2, YR LMIGDOE
T LTCHRY EFz, ZOREE, CPMED[RIIXERX83% LA T2 DM X < (99. 4%
Vb)), 4BIO8R Y K LS HRTTETH 572, T OMENSCPMEIXT VU VElEF T
ETHY, DROREIZIZSOTNTHDLZ EnRALNEoTz, Eiz, CPMED iR
R ZGC-MSIZTRIE LT, ATD X 9 ROk 2 HeE Lic, 770bb, BuZ
DANGEHET, CPMEDSMRAKENRG E NI T U i34 L, CPMEHIZEESR L
TWVWAEOBRR &S L T—FF% 2 RPK 5 x5, ZOFEK inrn,
SIRHKFEORERENEZY, path ab LTy ruXv g )0 rsnr g ) —
JVISEITEHNC AR T D, — 7, XA X2 RHRED B path b& LT, RFEKRER
B DORHZENE TR A FIUDRAERT D,
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%] 3-14 CPME D4y iR

A \/ SnBuj OMe
<j% <:T g 0-0’
CPME ii
Bu3SnHl
OMe _BusSnH_ gMe
g ; O< path a ®<O’§OH
reduction iii
MeOH ( ) SnBu
lBUgan path bl
<jOH /\/\[(OMQ BU3an _/\/\H/OMQ
O O
I B %

PLEDFERNG . CPMEFRCIX T YAV & A A RIS EMA G DD 2 &N AhE
LEZONDT-D, RISDU Ry MEIZOWT b e L=, CPMEF DT 2 VS
LTI, REFERFZ=ZB/HEE~OHEA MLEMOMMBIEZTY B, Ak Lz
ZNVARLEWE . PAMEAFIE T, =3 —X A REStilleh v 7V 7 4, Fl
EE XN~ REEH DL ARSI K D ATFAEAEEAN L AR ET
LB DGR TH bV, CPMEHR Tl 7V IIATINEOS & A F 2 RIS, U v
Ry NTHITTHZ & Hflo7,

Kima 3-24 U ARy NS

Cj |
1) Bu;SnH 2) o

, Pd(0)
=R > R A>snBu; > /R
CPME 3) Me,CuLi
0
R=CH,CH,CH,0TBS Y. 52%

VL ED L DI, CPME (ZSUREBELSMT & TSR & L THEMATE D
DT, IWHOEALR OISO Ry MEbAREL 72 570 Efe DRIRDI B %,

FIE U —07 I A MU —~DEHK

CPME ¥tk L OMLE IR, 7V — 7 I A MY =125, SHBIZEYTHD
T Y — MR E,
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F—IH CPME O 7 >0 LR E 7)) — I A R —

CPME @ 7 SOMptElX, 7V —2 7 I AU —125:%, 2B YT 5, —H
1% CPME DIKIZ % T DI DMERN 20 BEKBERR ORI (RBRBE AT & R HIlJR0)
MAREE B RTHY ., b o — T, BB NER LIZS WEWS (bFF
BT D72 N VI WIE D) R Th 5,

%I CPME OfLE T B RO E 7 ) —2 I AR Y —

CPME DRLE 7 1 (T, [EAERAE (MEELOS) FAET. ¥ 7 mRXy T DA
2 —D—BelE (HEEKIC L2, MW EZB L3, BEMOS2®ET 5) A (B
YIS 72) FEEICE IR0 et R (e AFHIEZEA) THRINT
BO, 7V =7 IAM)—125%%, 6 HEZZ VT LTWD,

X 3-15 CPMEIZ XA 7 U—2 7 I A MU —~DOEHE

OMe
Bt A A o A2 kst g
@ + MeoH -
CPE CPME
| OB TY— I SRRY—125
T L2 = BRKPE ©. BEELRE~DEMES X HT X
[, 2 e, AL . {bFHEcoRN DI OB Al
o BRI O. FEEYIITHS 220
P fig « HEIC HEG 2 E @. MEEKIC L 72V ERk
£ & BRI G ®. B E IS
7. B b O HEAE AR ®. B DIEA SR RET D
@ 1. AL T g~ DOMeOHF AN IS Q). bR
f 2. BEEEEE I 2 R S @. 7 rtAFMOEA
¥ s .
B 4. W m A

Con - T i 1]

CPME DFF# AR L T, KBS O —T L0KIEMED P4 X5 OREN A EE T

b5, Bz, EAPKNEL 720 S>ob HEAKFESHER= T LU A XV IR,
AFNYFTLOT—T IRIE, X2 XY ROZ—T )WRIK, ~FHATF LY

IO THE IEROMREME LT, ENZEND CPME IWIENHE SN TWD, -,
TV =y — ViR E LT, ATV T RUTINTA R, ZF NI TR T LNTA
RRT 2=V~ R T hNT A RO CPME IBIE b BE SN TS, ERNKRFEORAE

FERTH, =—T /AL LTO CPME OEHANEZ SoH 5,
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FIE  CPME O@ MR & 2ok

CPME |3 T 2EM9iE APED RO TEWVRIETH AL Z b, ZOEME L~V &S
HZEFEETHD, RETIEYTV A, 7v b, UHXE W58 O E <R e
ZHAWTEHEBREZFA L CEEL2iMn Lz, £33, BERMDKREIZ CPME [Z&FET
% A rE R 2 S U 7,

R — AL LTL, UTo6#EY 2E L, BIL, SRAAALTE (BRO) | K&
WZAE LT (BB . AL (BRA) HEDOZENEND T —RTBIT D8 ~DFH
P, BLOWIEITAFE Ue (BERITME TG EME) | IRICA -7 (RATR @R |
BFTOT Lax—iER (BIFEAEE) O%E ORIt zsi ffiL/z, ZZTo
FINE & 1T, AIERZRINE TH Y | RN, FERTHRRISE Z BRI 5,

Xz, [BPEMIC CPME IZ 858 L7258 O2g ~O @27l 5 K E B 53R
BraEia L7z, 3. ALFIETHEESN TV 28 HEIER OB S EERER L
BIRORERE LT, &b BRBOFRRIENREWT—ZATh 5 90 H R ER AR
ZEAR LT, 260 ERIC LY . CPME O 25 NOEL (no observed effect
level) P#EAEM 5 NOAEL (no observed adverse effect level) ZHHL7-, —
iz, 90 H REWATEMHREBRIT, HEE A~ B ERERFDO Y 27 FHIED T2 D
AR LThE D, RS, KE -« AT 45, 2-MeTHF & CPME D F > b
Z 72 90 B REIER OB 5 EERBROERFRERR R S Tng, ®

CPME DN AMDE R EZ T = v 735720, M. fMia, BoEiizHAniesE
BLFMERBR 2 FE0E L7=, HISIX, CPME OAFEIC R T2 FM T 5720, A
AR 2 I L 72,

T B OEMERERIT. 9T, B IPIsEMRS (0ECD) DAbZWE D FtEalER A
A KT A4 ZHEHLL . Good Laboratory Practice (GLP) Xfhiaxfi CEfi L7-, *

— g

RIS EHIT IR 2 F D F FHEH L=, 7 v b, Harlan UK Ltd., Charles
River Laboratories NY, UK, and Japan7?>© ., W F (X, Highgate Farm UK XX
Harlan UK Ltd?2>& ., <~ 7 AL, Harlan UK Ltd ¥ |&Charles River UK Ltd. 7>5 A
L7-. Y IVEXRTHS typhimurium(TA98, TA100, TA1535, TA1537) (X. the National
Collection of Type Cultures, London, UK % H W 7= . K 5% E
coli (WP2uvrA/pKM101) 1%. the National Collections of Industrial and Marine
Bacteria, Aberdeen, ScotlandZ{# ] L 7=, Chinese Hamster Lung (CHL) Cells,
strain IUlX. Safepharm Laboratories Ltd. ZfEH L7=, T v bAFHEH Y (S9mix)
1%, Aroclor 1254/ 5HFBE 7=,

AR &

7 v b OFBREIL, BEL19-25 C, FHXHTEL13-70%, MRAAREM 12850 (68F2 5
18HF X THEN B 19KF) 2, w7 ¥ 1%, REL17-21 °C, FHXHEE30-70%, MRAAFERT12
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REfE] (6HF2 B 18KFE C) &, ~ 7 RIX, EEE18-24 °C, FHXHEEE40-70%, MK 12
RFfE (BIRFD> & 18IRE XL THEDN & 19KF) &2 Z AV EIVHERF L7, 8 S OB /K I3 HE 5 A&
HHIZG 272, K2 DOFr—FAT U L ARTH D,

I ArER D EMERER (OECD HA K7 A - 423)

HUE®RZ 1 ERRO&EG L% 14 B@IEE L, BT DRI L OMRE SR BT
vz tatE e LT, CPME OERI L OER (Bts) mHER 2Lz, 37205,
A X7 CD(SD) 7 v b BT, F&HIAIIC CPME D 1% A F /Lt L 1 — Z KR % 1 [H]
b Lo, BBRIFEIAH, 2,000 mg/kg (BRFEEE) &5 L7 A X 3PLH, 2 L3R
L7275, 300 mg/kg ®ERETIZ, B TITR SN ol=, — ., 28 BRRAKIE
BeEABRIC BT D REIRIE 2R ET 5 72D DO PRI VT, 200, 500, 1,000
mg/kg TNENDOEEGREONT BN TS, L LZBIERA ootz (A,
AR 3IL) , THHDORERNL, T v MIBIT D HMEBBEIRE LD, (rats) 1,
1,000-2, 000 mg/kg & & x7-. Z D% JIS Z 7252:2009 GHS |52 < ALFWEED
SYFEITE( GHS & iX. Globally Harmonized System of Classification and labeling
of Chemicals) TH|WIT 25 XG4T BEINDTZD, [BAATEHE (H302) ]
DFRERD,

IE AVERE MR SR (OECD A K7 A > 402)

HUEREL 1 EIREEEG LT, 14 HR@IZE L, BT 2RI X OERESW LR
bz L LT, BB OER R OER (BUotaE) B2 Lz, BRI,
2,000 mg/kg (PRFIREE) O CPME &, CD(SD) 7 > b (F A, AA45L) DOEFITE
fiL7e, BRI T, SATEMOSE R BITRO b oTle, ZOREND,
7 v N COPEEIERE LD, (rats) 1%>2,000 mg/kg &ifkim L7z, Z DIEZEFRD
JIS 3 JEOTEICHE » THIMr 2 & KNI SN D 728, CPME DR BRI TR,

FHoIH BERARENERBR (OBCD TA RZ 1 > 403)

HUETRE 2 1 I ARG L7ctg, 14 ABIZE L, BT DMER L R ECREL Y
WAL EFE L LT, BB OEN L OEN (Buts) a2 Lz, B
X, 21.5 mg/L (FRFAJIEEE) o CPME & CD(SD) 7 v b (A, A A4 5PL) T 4 W]
RSN ST, REBRIE TH#., SECESC2T MR EBITRRO o hoTz, 2D
FERND, T v N TOYEBEIIRE LC,, (rats, 4hr) 1X>21.5 mg/L &ffam L7,
Z DfEZRTIR D JIS 538 EICHE > THIEr§ 2 &L KMo D 728, CPME @
W NFEME AR,
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VNI R JE e, B (T OBCD A K7 A 404)

0.5 mL @ CPME % . New Zealand White strain W4 (X R 3JL) OH|FELT-ZE
(1A FWF) 24 RFHIPAZEERAT L7, #RWFRY (1, 24, 48, 72 RFfH#) (THLER,
PR L OVRIEDORBOFELZ L L= & 2 A, 14 H B OB AT~ L E

DO R ERIIDFRDO T2 L b, HORBREOKRERMIEZ AT 5 Z & 23 -
Too BIEROD JIS VA FIEICHE > TR 2 & Xy 2 o s, TRERE (H315) ]
IR T 5,

EHIE ARRIE SRR (Y OECD A KT A > 405)

0.1 mL ® CPME %, New Zealand White strain % (X R 3PL) (ZAR L=, £
RFg (1, 24, 48, 72 Refilf2) 1T, AR, IR, fERIR, fEREO A 8T
PP DREE 2RI L7z & 2 A, FEEEIZ O A~ R O B 72 RIITME 23 TR D H 4
7o 723 ZORERIT 14 H E] Ot r) e B2 AR ORI IFHE L7225 BAfE 7 IRRITH
EATHIENHLMNE R ST, BRRO JIS FEICE-> THI T 5 &, X7 212
I, TRWVIRARE (H319) J 1Z5%4 3 5,

NI FRJERAENE - RPETY o HiERER (=T A ; OBCD HA KT A > 429)

FETGIAENEIL T LV — RSO —FE T, ALFWEIT L0 G RS0 Ut SIS
ISR ELDBRTH D, BAEEEZROWEICLI D U o Eith ORE T B2
B L, AR (LS i 5 L8Rk S e T RSO U VR A Ui &
IWRIERELA B X -3, F9. CPME 2~ 7 RICHENEN L., BIERZEIE5, 0~
14 HEOMAEE (REMR) %, BEERELY Ei LREKSDIRN Y S FEE %
KTHREhY & el LT,

T 7205, CBA/Ca~ T A (FREA R 4 VL CHERK L 72 4 BE) 12k LT, 0, 25, 50,
100%v/v @ CPME Z#iE L7=, HRRIZ., 72 b -4V —=TF A1 (4:1 v/v) TH D,
HEHET S VU OB AR EZFRE L LT, CPME & E5/E & XAt &2 bl L7 &
A, ENENL2, 1.3, 2652 "L, MANTH 2.6 Tholz, KRABRIZEIT D
St DHIRHNI Z DN 3 U ETH D Z EnbatE Ll Lz, RYT 47 ar bo—
JZIE, ~"F LT AT VT REHAWT-,

VI bRt R 5. CPME (X, & DR ORITRIE 2 7R3 6 D O B A
PED 7R WMEENE (RE0) WEETH D &Il L7z,
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WO ARG EIERER (28 BERO. 90 HIEA)

g ERERIL, CPME % 28 3% 90 HIH 7 v MZieE L, 28 X% 90 H &5
BO—REBBIZE, BT, KREH, B - BKE, MKRA, mﬁim%ﬁﬁ PRI
&, e, T - WA, REEERER EEZITV., Y EoREEE
NOEL (no observed effect level) & 2V MIHEFEM:E NOAEL (no observed adverse
effect level) ZRDDHEDTH S,

—IH Tl 5 28 HIMIER DGR ER (7>~ b ; OBCD A KT A
> 407)

CD(SD)IGS BR 7 v h (KBEA A, AR50 2V, 1 H 1B, 28 HMZEILZH
W2 HRED CPME | 15 . 150, 700 mg/kg/day % . FILE4L 3, 30, 140 mg/ml DR
JEIZ72 % X DI a— 2l Ok L Tt st D& 5- L7z,

F =R 700mg/kg/day, mHEFIERE, T HERE: 150mg/keg/day, KHE
Bf:16mg/kg/day, *FHEEE: Omg/kg/day (a— &), RPREIEREZ HAWT, Fh
TEHM L7z, SEEZ LT, S BIZENENIREOEMW 2 AWV Tiist L7, BIEREX
FEN28 H W O 5441214 A M O M 51 2 5% 1 TR L7z,
CHREIR, SETEND

ARG B 12H-15H ORNZ, ®mHEREA R3], & HEREIEREA 2361 2 R
{bDT=DER LT, RV OEHEEAT A ONWTIII6H D& G- 217700712, &
BT & L, Bl & EERBRZMG L, BHEHEA A KO HER, (KHEOR
I CHIRCEE REIRE M ITBIEE SR o T,
<ERIARJRpEE>

A EREA A TIX, BGHIFT OBREAI RO E ), BRANIRD & 7= EH)
PR T, S, BEAT, FIRIRR, g 0T E D R Tl L OHIE 2 &
ST, mHEREA XTI, &5 & BN EENCRO bz, FH
EREA A THIMEED2EERD STz, THEMA AL WMEHEROA A, A AL HIZ
FEPR IR IR D Bz o 72,

RHED

ABRI6AME CICEZR SN EAENA A, BHERERA 2OV TIIAE
HIMEARIBIART Lz, @mAREREA X S HERIERE A 28I OV CTIXRERE N
FOMTFNRD Bz, THEREL KA ERA A A 2SI ERREIT o T,
AMEERES:, AL Fima>
FHEMOA A, ARZNENTEENBA SN, THEREA X, (KRHEREA X
BREEDEALN A UTz, WHEMA A, BRHAEREA X TITERLRENITED Lo
776
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RIRA>

EHABEREA AZHOWTIHEHA., 7 b OfFREICT 7 A0 bR sn-, HH
BREA A DGEIZITEH., EEMOBEEIC~ A T AOZALRNRO biviz, P HEREA
AR MK &R CITER BRI Tz,
<EEn R, MR R AR P R

BRI R GEBRMA1I6H H £ CloEZR S N-mHEREA A, BHERERA A Tld~
AFTAOEALDBBA SN, FHERA A, THER., KHEH CITFFET LT
TR BN o T,
REA TP B AR A

WARAIZE L & L TlE, MR O #5516 H B £ CIOBER SN a &4 208
BT, WBITEADNEBD bz, mAEREA A, PHER., EKHER CIXERIR21 L
W72 o7z, BEMEEAIZ L E LCiE, 16H B £ TICEZR SN ZEHEEA R ITB W,
FORE IR K USRS E G T8 D HEFE 36 Az B S iut-, SR EREA A PR ERE L DMK
HERCIIFFET REZITRD o7z,
HHIRATEN A 7 V) — = 7 (CBAROKAE) >

B ERE A ADOEHEEEIIRLE L7223, B EEERE A 2 OEB)ME 3o B &
el U CEDN R T,
Shdm>  MERZZSE (NOEL) . #EZEME & (NOAEL) 1%, BAF &fim L7z,

Z A A A (mg/ke/day)
NOEL 15 150
NOAEL 150* 150

BTE WARME AT 90 HERBR (Z > b ; OECD A KF A > 413)

e ATEMRERIL, F & L TCYMb W E 2 2B BT H1EEBD Y 27
ZEHm L., HEREARET H7-DICEmIND,

CD(SD)IGST v b (BHEA A, A ARL10ML) 1T, <AL L7-CPMEZ, 6 WffE]/H, 5 H/
W, IBHEMEE L CEaMAREZE L, TOFMEA2HM L7, BEKTH, 28 HMO
[ I 2 5% 1 TR A ffERd L7z, BB O BAEIRALIT0.2, 0.4, 0.838 L TM.0
mg/L & L. #ERWE % &iE LW HIRBE ORI 72, REBRIREOERIEIX. ZhEh
F 2 T1%0. 23, 0.43, 0.87 B LTV4. 72 mg/L. METIL0.22, 0.44, 0.84 B
4.6Tmg/L. ToH-oT~,

4.0 mg/LIBEREOA A, A A TIL, REWAZBEHMP, WL LS NRD Hi
7oo WEOE TN 0 mg/LIREREOA A AR, £z, REEMEDOKIEN 4. 0

mg/LIRERED A AR Hivlz, KEOKTIL, 4.0 mg/LIBEREOA A, A AW D
[EE AR P & ke L7223, REBINEIC O W TCIRREENRD b, 7ok, EEED
EAE 734, 0 mg/LIBERED A A TIRD L=, FEHEHMICA D & @l Sz, ik
(BRI IZ OV TIE, 4.0 mg/LIEERED A A TALAT (GPT) BXOH U 7 LD E(E
NBO BT, TS OZBIZEEBBNZIERD b o Tz, HEZEHRAE T,
4.0 mg/LIBERED A A DLGEIT, BIROMRTE L O EEO FE & & HICE O
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NRANE BRI DR O BB bz, &5, DR F R o Btk
WIER 4. 0 mg/LIBEREDOF A LA A TRD =0, [BEHIRER 7% s <
X, N6 OEGITHEGER S 2o Tz, MIRFRIRAE 7 & ONCIRBHEIRA CiE, #
B E B G ICER LT E B2 O NDZLITRRD LN o Tz,
CPMEZA& A 13 WMKIE L TR W AN RGE LR R, 4.0 ng/LIBFERE CH BRI E 5
(ZEER L7 DB bz, #E-> T, ARBRSIE FIZH 1 HANOEL X UNOAELIX, A
A TIE208 ppm (20° C, 1 &JE, FEHENEO. 87 mg/L /2 HHLE) | A A2 TiH201 ppm
(20° C, 1 &JE, FEHIME0. 84 mg/L M HHAE) &fEFm L7z, 7o, LOAEL (bt
&)X, 1,130 ppm (A A) | 1,119 ppm (A R) Tholz, BOLINTETOEIL
28 HoOEIEMM I EEESHER I N,
WHENTWABEFIREE (A% 7 —)L, hrxy | = /L, THF) @ 90 HK{E
&A%ﬁﬁ%@%%“mkwﬁbto@mawwmi oOPWHENLTWE T etk
AV HE U CRWAS . LOAEL 1, 1 ZIEFREE TH - 72,

F4-1 o7 ot AWREE L O Lk

DD
B NOEL LOAEL

CPME 201 1119

R B ) AT 100 1000

kL A48 625 1250

EeER o L4 - 350

THF®"2 500 1500

LOAEL : Low Observable Adverse Effect Level

PLb, B—HIOR LT v hO28H ER D #& 53k, 5 CPMEONOELIX, 15
mg/kg/day (A A) | 150 mg/kg/day (A R) ELitiml7c, £/, B _HDOT v D0
H RS AN 5303825 . NOELIZ208 ppm (FR) . 201 ppm (A R) Thot-,
F7-. LOAELIZ1, 130 ppm (A A) | 1,119 ppm (A R) THYH ., ZOEIZMONAE
NTWb 7ot AEEE (A% ) —)v, Ml Fifg=F/1, THF) LIZEFRL TH

7,
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FH ARUFIERER (IR IR SRR, Yea s, /IMEZRER)

FERE R A5 & Z T HE CThHERFEM (mutagenicity) &FEDAMEIZIZE W
BANH D Z NN TS, BRAMEOREBRICII KT (1EMUE) &R
(B4) #ET LD, BRAMETHO A7 ) —= 7L U CERFMREBR L
WHENTND, BT Ames 38R (B4 & WV DIEIRZERE BEER) 12, &< oL
WE DOFHHIZEA SN TV HRERTH D,

BTH  MEE IR SR FEABR (Ames RBR ; OECD A KT A 471)

Ames FRBRIL. KED Ames I L VBRI -ERIFEMHHABRO—>T, %< D1k
FVEDOREMOESE LTEMISNATWS, KRBT, VBT I/ BOeAFI
HDHNNIN) TR T 7 R NWEEBFTERNVLIICERIE (e AF VR,
U K77 CHESRME) PLERTESCKRGEE, ARFEMEYE U D E RNy
WIDWBETITOE AT VUMY N7 7 VIEERMERRICE D 2 & (BIRZERA )
ZRFRALEZRBRTH S, BRI AFIOURLMN) 77 7 UIFESRMERRIT e 2 F Y
RN TN Ty oEACAEEL TR L arn=—%2BKT 5D T, Z0oar=—¥
ZEHIT 2 2 LI K 0 BEFED G BN EZ D Z LN TE D, WL b ER
(PERXRTHE A KRN KGE 1) 2HEHT 5, AERRNOREHENEIC L v 2 RH
ERDMELHOLNTWDTD, 7 v SORFIEMEY (S9mix) 200z 7= R
TORBROGFEIRFIZAT ), aa=—HBEERO 2 (50 ECHEBKRFER RN DY
E. GBS HET B,

b 2AF D BRI VR % T (Salmonella typhimurium 755 4 £ (TA98, TA100,
TA1535, TA1537) & N U 7 N7 7 VERMERIGE (Escherichia Colir) 785 1 8k
(WP2uvrA/pKMIO1) {2, CPME ¥ A F L AL T +F > K OMSO) IRk A s L=, 7 a7
o—/L 1254 TEHE L7727 v MFFSEY) (S9nix) Z RN L7258 L . RININOEES O
B ClE, PBRAINZ LT 2 [N L7z, #IEloaER (FH &5 e sliR) Tk, R
U— FNEGAAREZBRA LD, B2EEBORBRTIIT LA X aX—2a a5 L
72 CPME O, 5000 u g/ 7" L— bk (BEHE) & L, —#HOMARIEE (] 1/21og,,
fF) 2t Lz, ORISR, W OB RFHERER T b RBkIod T 2@ TR o
T, BRFEMIIERD SN o7z, B, SInix BINEDORY T 4 7 ar ha—)L
ELT, 7UVFT NI DL, -TI /)77 UV, 2= a7V F L AF-2 %,
WIRDORT 47 arba—LE LT, 227370 TR0 ELUZH
Y

B I WFLEO in vitro YRR ETER (OECD A KT A > 473)
AGRER O B, WELIERSE I CO YR OGRS 24 U 502 E 2 B e

THZLThD, ZORBRTHMEDL L OWEITHIETRERNAMZ R, 52870
FHEIRRIZ RV, Fr A =— XL AKX —Ofififliln (CHL) strain #k% . {CEHHEME(L
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WYEIIE FE 713 IEAE FC— EI=EED CPME I[C BB S 5, HAEEFIC Y a iR
FHIANFEEL U= 0 HN$ 5 = L7 ERBEOHIERLETH B,

P RF R AL ED>

CPME (Z 3 WffHl s S 7=, 12 REEEIE L7, 6 1 B H ORERTIL, S9mix Z¥s
MLUT356 & BRMO%GE, 10mMORERE A R & LT 8D R 5 IR Tkl
ZITV, WIS, Ml 0w AR D B PR O LV 2 & 2R LT,

o5 2 BIERBRIT, CPME |2 3 WFfi] 28 S 70k, 12 KFfEEHE L, S9mix #HNT 10mM
DIERE IR & LTS MORRHEETRBRZITV., Wihd, Mo
KEEPRO NN & 2R LT,

GELGEALER>

CPME (Z 15 W[ S 7=, SOmix BRI T 1I0mM O EIRE 2D & L T5
DRI D|E TR ZITV, WITh, MRFEESCRORBRENPRO NN & &
s L7,

FIRONWT I ORERIZIBN T, Gutb RS OB 55 2 7~ 3/l oo (B EE
WX, SR EHER L CHEICHEMT 2 Z L1372 <, CPME S TH D Z L2 LMME
L7 2B, Smix EERMZBDEADRY T 4 T ary ba—id~A b~ C%
AL, WINZROHEIIT 774327 72 REHANT-,

ST MYLEORIMER MEZERER (in vivo ; OECD HA KT A > 474)

ARFRERIL, R, AR M OB ERHMEE R TEWLWASH D ELTH, in vivo [t
At FEENRE Y X O DNAMETRIEFR 72 E DR FIZHOWTERTE D720, A RFHER
W20 EICEHETH S, CPME 2. CD-1 ~ 7 AT 500, 1000, 2000 mg/ ke B [F]5R
RO L, 24 KERZRICERE L TEMZN L, EAZERBRA LT EZ A, %)
F AR MER TP BT B/ MERN A BT L TWRWZ ERA L E o7 (UNEHR
N o &R BINE 1L L o 7Y 7 B0 1| AN T 5/ laEk o i
e/ Ban7e ERBEDOHEIAE L 72 D)

L7235 T, CPME BEMIETH L Z ENRH LN ERoTz, BB, RV T 473 |k
g—)Le LT~ h~vA > CHHAV,

ST AR REBMA ) —= 73 B (T vk ; 0ECD HA KT A 421)

AGRER T, @mmfx A ARG OAFERE, T b BASEIRERE. RRBITE., X
@i O 1 BB e I 5 2 B EFMEIT 5, CD(SD) 7 v h3RE
(BHEA A xz%m@)\Eﬁ%wﬁfwo1m\%om&@@@méﬁﬁﬁﬁﬁ
A5 L7, FAZHOWTIE, BHRTFEHORIHET FiHZET) Dl & b4l
M (ZRBLRT2ME ], AR H I X OVRELZ A2 ) ke L TR G- L7, T72b b,
REATC 2B OG- MR 252 1F, Dk, 2R TOR< & b4 ORE 21772\
N OASE S ZIRRE AR BIEZ LT~ A ZITHOWTIE, BB 28 U TRk c i 5 LT
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(M7 2 ATH) . ZoRGHRICIIRERIER (D7 < & R eR %205

ELeX T %) . ZHETOMM (BRI EICERD) | RIS X Ok
e EL4HMEE R, BRTERHORIHET (HIHEZET) H5 &k L7,

450 mg/kg/dayZ 5 LI SEMWICEB N T, T A TITEREIMOBE, F A, A X
PFIZBT HEMIET . DM OEESE DL R BN SN, LR -> T,
NOELIZ150 mg/kg/day. NOAELIZ450 mg/kg/day & B H &AL, THF&:F?%EI“T:&5<>f:O o0
F7o. REATENZ ETAEFERE ). R, FEWOAGFB L OTHE E COREIZEET
LEEDORBII I o T2,

BIE R E L O

il U7 oS R L - (F4-2) . TNOHDOFEEND, CPME X, K&
&U%ﬂﬁ%%ﬁ#é%@@%ﬁ%@(ﬁm PRz W) IR, & T
I BRFVEC R JERAEME IR, et TH D Z ENHBMNE o7z, F 7=, CPME XL
ans 7ot AR & 1F iﬂ&ﬁwumm%rbt@f\_ﬂgmﬁﬁk&@ﬁ@
DR L~V AT 5 Ll LT, JIS 3 BEITEICHEN, FRCERAIAE RN & |
R JECIRICAHT 2 WEBENEETH D,

# 4-2  CPME Ot BRks 5

OECD
AR HARZ frp FoR JIS
{2
BMERE 0 B R BR 423 |LDsy (J > b) =1,000-2,000 mg/kg 1302 X554
ZE s | SRR R B AR 402 [LDg (T b) >2,000 mg/kg X454
PER A R 403 |LCy (T ) >21.5 mg/L X 4y Sk
e Al B A /B e R 404 | U R~ TRR B oD B HfE 22 B R RIS B O 7z 1315 X532
ey - e e S 7YX RO TR~ AR EE O B AR MY R S ;
MR /I P R 405 | s LaH o e mE L H319 X532
A | PR REAEE (LLNA) 429 |k
RAE#% 5|28 B S8 #% 0 # 5wt iR 407 |NOEL=15 mg/kg/day (%), 150 mg/kg/day (A R)
APt (90 H R WA #5751 iR 413 |NOEL=208 ppm (3 A), 201 ppm (A X)
T T 22 AR LB (Ame s R) 471 |tk
75 F R | Y € R B 3 AR 473 (Badk
/R 474 |BatE
NOEL=150 mg/kg/day, NOAEL=450 mg/kg/day (4 5EtfE 12 BE
AR A o e o L) .
sy [EI/REBIER ) — = TR 21 |LRATBEETAMEN . Zh. FEYOERFES LOTH IR
ETOREICHL TRFORBEIROONT

ks, ARG RIC LV REICR T DIERBIHE 21TV, BUE, BA KIE,
BRI (BU) . A AL w74, @E B, TETRY %210, ERICEMRSh T
2o
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WHE CPME O T 3pMIEVEofesT
B BEAFEA A Y

CPME DB RIEIZOW TR L7 2 A, o7 % ) —)v (CPL) O AF )L
{BEFIR LT FEMTE AL T, BIAEMOERLY A FUREEO X 5 a7 ml R
EHEAT 5 E THEMITITmE TERWHIETH 72, ME—0 TH#ENRLEE E b
A EZHALFOREF (37 a T o ~D MeOH FHINE) 13, IR I O S & R
Th Y IEN - T,

s 5-1  CPME D& fkiE

OH Mest4
Q/ Q/OMe
<i7 MeOH CPME

Y ATAFT TN IA N —OBLEDD, B ERY & D720 S OFRFE 2358 <
HENTWD, FrZ, T haxmT7 vz v— (R N1ROWNIE 777 X
— (BRI B0 DORISNEE LU,

B ZNEISSIET b AT 4 =N 1 ZlET 57 0EETHY . FITK
S Z AL U, O RICOFFI A TR T R B APHE TE 561X, E7 77 ¥
—0 bEKTE D,

ZOXOBRHENR T o AOME L RIEL T, WERET, v rurT
(CPE) ~® MeOH DAINEIT & % CPME 0 T 3R RLELE DB ICE T Lz, fillt &
LTI AR AR e OVE ARt % JRRkE LCidy 7 m X Z = (CPD) & O CPE
EENENERHE LT, AFHAEOARIEEZRATH 2 L L Lz, CPD 2R LT %
BA, 22V mSr T = AT —F )0 (CPEME) & ik & L, BICAFILELT
UWNCPME 2155 2 BERE OGS RIEDBRFE & 705, BAFHIE L L TId CPE A#ED (CPME X
I3 CPEME) UM >90%, 7 ARIZI51 T 1, 000 W] D3 2 a2 481 7,
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s 5-2  CPME S EME!

OMe

MeOH MBI KFEL
OMe

/ CPEME
CPME

CPD
RFRAE MeOH IS

O

CPE

BE WA RS DRRES
F5—IH  CPD ZJ5URHL L 7o

FEICH D CPD 1L, v 7 ua X Z P EBG LU CER SN DN, N R >
TRBEMEDIEBEMNS, CPD 2k L-AEIXIZE A BRI STy, £
Z T, CPD ~D T )b — LA & 5D CPEME D& RIEZ B LTz & 2 A, 01fi/s
TV LB LI RO E R L (BOGE5-3) o P LA L ZOKSIE,

110 ‘COMEE B L F 5721 T/ < CPD #5{L3R 57%, CPEME JEIRPED 8% L 4KV D
Thole, ZORRREIE, CPD O Bkt (V7 a2V OAER) BNE L
TWAHOTHD, &I T, BREOEWMBEDIRZ 21T o7, LLTFIC, AR
IZBITHREN ST ¥ — hemrd (M5-1)
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s 5-3  CPD ~@ MeOH 1 1 s 5]

() - e

CPD

X] 5-1 CPD ~D A % ) — )V

Pd(n'BU3P)4
—_—
MeOH, 110 C

OMe

CPEME

fi =R 57%
IR 8%
B0 X —&Ab)

(RFEM7R GCF v — 1)

so—f
70
60 -
50
40 4
30 4

20

3
NI AT Ly Ly L L L Ly
- 3.988
4,367
o 4823 «—
9.041

FID1 A, (CPD_MEOH¥030109B.D)

PA ] £ g OMe
o1 A

CPD MeOH

CPEME

+11.666

U

——12.988
15.617
+16.828

(1) . CPD ~®™ MeOH fIINE e (—HE1E)
CPD O —EAb ZBH LT 5 7=, BEBBAEMBEZ2 . OIKIE CHEIT T 2 M2 st L
7=,
% 5-1 CPD ~D X X ) — LA s

No itk PPh, CPDH#E L (%) | CPEMEEIRIE (%)

1 K,PdBr, 45.05 4252

2 Pd(acac), 36.71 0.32

3 RuCl-H,0 40.47 23.8

4 RuCl-H,0 1eq 41.61 2.88

5 Naj [PW12040] 40.23 17.8

6 Naz[PMo01,040] 37.96 23.92
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OGS ROSIRE=40 °C, CPD,/MeOH=1/10 (&/Ltt) , filill& 3 mol%
(Na, [PW,,0,,]. Na,[PMo,,0,,]1% 10 wt%) , KSHKFRE]=5 h

ZORERMND . LSV ERE BRI ETEERNE N, RAT 4B YA R
ELTIZ D EIEENETT 5L 09 2 OORIEAIHE LT, Z ATt gu
G, A7) H 2 ROENL L7248 TliX, CPD @ C=C " EHFEAITRT DENL ST A3
KL, BARfEMERREE LW B R (M5-2)

X 5-2 : fildEFEIC L B RS PED 2

L

o EENCPDICHIHELIAMETL

E\/M H UHYELASREICRHICER T BE
S -~ \ MeOHMDK M EBEZ (T B

RILBE

Fo, AR TIXRAF Rl bR 2Ry L7z £ R@PUE S RE A B L7z T, 2R
P B EE 50 & LT CPD OBl Z et L7z,

(2) . CPD ~®D MeOH MK (G &) >

% 5-2  CPD O4EIgN

CPDZEHLER (%) | CPEMEZEIR M (%)
— RN 53.76 37.35
Sy BN 63. 76 68. 4

FOSSt: SOSIRE =40 °C, CPD/MeOH=1/10 (&/v k) , (NH,),PdCl, 2 mol%, K
Rl =12 h (EER7I2L Y, CPD & 10 [EZ43 10 T 1 Bl usin)

ST BTN OFE G CPEME O R 1N 2 f5r <l B L7 (38 5-2) o Z OIS IEHFHEME
HE <. CPME OBRIED 72 5T, A WNICIEET D RFBIRF _EESOEM S 7]
HETHDHI-O S DAHERESLE LTCORHAL BRSNS, LA L CPD @ &1k
VIRET ST, IR BB TE AW, ZoEORBNIF S L,

%I CPE Z )L L7-fast

WRIZ, B)—FRIEFOSE & LT, CPE ~D A Z J — WA INBOS Z /5 LTz,
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KSR 54 CPE ~0D MeOH AN s (fihltikiEt)

BRBE (20 molvor £ AFE  DMC
XITIER & e Al )
+ MeOH >
@ 40°C,5h
CPE CPE/MeOH=1/10(E€ /v tt) CPME

#5-6  CPE ~®™ MeOH fHINE S (40 °C, &)

No flit (2 L%) CPEi&{L . (%) CPMEER 4 (%)
1 Sc(OTH), 3.48 95.28

2 Cu(OTH), 4.21 89.17

3 RhCl;-3H,0 3.29

4 RuCk-H,0 2.88

W, 40 CTIE. 90%LL ED CPME 18R IME % 221K C & 7225, CPE #i{b = 23IEH 12K
WOT, ISIREZ 120 C. JFEHE 1 MPa l2hbF THEd+s2L &L (557 .

% 5-7 CPE ~® MeOH f-}hN s (120 C., 1 MPa)

No il (<8 /L%) CPE#s{bE (%) CPMEGEEHME (%)
Sc(OTF), 2% 5.19 87.34
Cu(OTf), 2% 4.98 85.01

3* Sc(OTH), 10.59 80.02

4* Cu(OTH), 11.38 73.23

5* RuCl;-H,0 6.22 0

6* PdChL(MeCN), 4.92 23.86

7* Naz[PMo32040] 12.35 92.63

8* Naz[PW1,040] 13.48 87.13

* :10FE)L%{EHA

Z ORGSR CPE #infb I FUE SN E N O TR -7 (Nol LTV 2)
F7-, il E AR (10 mol%) L T% CPE#MERITZ 10%BETHY ., EU TR A
fe b U o ADEA Z RO T CPME B RIE DMK TR H 7=, 728, Pd =° Ru fillit
1%, TEMEDME S BIEFEFANCITE R TE 20 il L7,
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CPE #ixfb R\ L& B LT, HEZR CPME B-RED B WE Y 7 R AR R U &
LRZ T AN BT U U N AL LT, JFBHHERL (CPE/MeOH E/VEL) A4
?TJ‘L/f: (43(% 5_8) o

% 5-8 JEUBHHEL (CPE/MeOH E/LE) OfaEf(1 MPa, 120 °C. 6 h)

fl i CPE/MeOH(E /L [t) CPE#x{b3E (%) | CPMEIRME (%)
1071 28.28 18.82
Na3[PM012040] 1/10 12.35 92.63
10/1 29.01 19.31
Nag[PW12040] 1710 13.48 87.13

CPE 2%BHTdhH D &, CPE 2 UL U7- CPME @IRMEIIRESIKE T L=, AL 7 4
L@ L 4 ) T~ L TWNDEHDEEZBILD, CPEIE MeOH L V) Fiff
ThDH=8, @FElED CPE OFERIZBLEN TIERV, F/2, MeOH ZEEIC L TH,
CPE #i b RITHAFF L72I1Z E1f E L 722y, MeOH 28 REICAEE L TV D72, BRfilio 5
FEICISZE XY v F R EZ ) — L3S )L 7 WRICEME U TR ME AR T STV 5
LOEHERSND, DD X oIz, RHEAEER T, AETEEOIK TR Lz,
FHWERIEDOMESLIINEECTH D &I LT,

o H B AR AREROS DR

AR DOR] R L LT, MO SEECRENRE RO T, RIS ZE T Z
EINTEDRVBZBETBND,

F—IH CPD ZJ5ete L7z

BEARRRDRE & LT, MR matEA 4 2 HfE O FH 2 /5 U7z (RUSSRIE - X
JRIEEE =40 C, CPD,/ MeOH=1/2 (E/VItb) , il (B51 4o ZHafthg ; 7> /3—1
A~ A-15, HHY) 25 wt%, BOSEFE=6 h),

SR % CPD Db s LA IR E L7223, CPD/MeOH=1/2 (E/vtk) TIX CPD N E
A LU EAL Uiz, 72, RS T O CPEME DAL EIL 2%FRETH Y . 1FL A
EMIra R B T LT, MeOH % k@l (CPD/MeOH=1/10 “E/L i)
HFRLTYH, A4 RHBNEICKED X — /L5035 LT CPEME 13T & A B LA
Mmole, o T, Y ~O MeOH fHNEIGIZIE 7 & b ERfibiill 33 L CTurzeuy &
WrL. ZHLL EoraHImTE L,

% IH  CPE ZJikl e L=k
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B—TH L RIS, 7B A A o A BRI 2 il & L C 100 °C. 10 MPa TJFUE}
#HEK (CPE/MeOH E/LLL) & RUSIREEIZ DWW TRETZINZ T2,

ROG 6-5 A A AZHRINE 2 W5 Ny FROS

OMe
Fath A A v 2 Hatst g
+ MeOH . >
100 C, 10 MPa
CPE CPME

5-3  CPE ~® MeOH S} s (XTI 2F v — 1)

[ ROTA WG OFWERSTT

=
T
/ CPE
1404

12004 /
10004 _ /
2001 CPME
]

2001

MeOH
207 _ 8
) * s s : 8 i
_ 2 10 12 2 2 0 Ry

@ JUEHHREL (CPE, MeOH E/LEH) DORa

5—4  JEBHHEREY (CPE, MeOH &Lk

2 RIE(%)
96.00%
95.00%
94.00%
ﬁ 93.00%
g 92.00%
01.00% m R R 1% (%)
= N
89.00%
1/2 1/10 1/20
CPE/MeOH
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RIS ROSIREE 100 °C. USHEI=5 h, 10 MPa., filit (B A > Z3Huksths ; 7-1,
HA) 25 wt%

MeOH DHEEIT XV 94%% #8 2 5 CPME JRIRMEN R S =2y, EFAMEEEETH &
RIS D MeOH DENIZ K E 722 2 R v b 7 EORBES 3% - 7=,

@ BUSIREE DR
4 5-5  BOGEEE

BEIRE(%)

93.2
93
92.8
" 92.6
# 924
%90

A, m SEIRME(%)
91.8
91.6
91.4

SGEeM: CPE,/MeOH <E/VEE=1/2, BUGKERI=5 h, filfit (851 4 o 2Hukstis ; 7-1,
HZ) 25 wt%

85 A A MR A Bl & LT S o FROGTIE, ROGHLEE Z BT ¥ CPME BRI
DIETIXIE E A ER LR B DOMEWESCY BRI R ICRIEN S 5720, Th
U EDOBFNIATD R0 o T,

(2) . Zo—KnToMR

LRI AT 7 —SEEZ OV TRE Lz, WEE2.54 em(1 A > F) . B& 30
em® SUS MU IS, A AV RHBHEZFTERTE CA Lz, EEA 712X FEE
CPE/MeOH % & /AR AE T&ﬁb SUbEsZl LRl LR T A 2 ROGEIZE L, H
OO E N %E RTIATA AT F B THAI L CTHIE LT,
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,r
4
=
S
a
i
FE

e

i‘ FowT

A sk A L L A A D A5 BEPSR E DML BEN RN DT, R L Tt 22D 5 2 &
MNTED, AR Ny FRIGT, MEIC LY+ 72 OSEERIHER SN BA 4
wagthE (Z-1, HY) ZHW T, HET7e—KeaE L7z E 2 A, HETFTH CPME
HIRME>90%D BIEZ R TEXDH 2 X nhhoTe, ZI2 T, S ETCOMFHERE E &
W5,

2 5-9 CPME BRIRFTOFE &8

B ik it T R i
A (N > F) AR T S X
CPE+MeOH—CPME [[EfH Ny F) | @\ WIEPPEZDS, mIERG | A~ X
[+ (fiies) HIETTH, mW RN O
T (S ERPETA B L7223y, CPDD|
CPD+MeOH—CPEME A 8> ) “EbEBGIETE R A X

[ AH (JiEiE) CPDDE A % By 1k T X 72 X

CPD % J5UEl & 3 D AR AR RO AL B ARRRAREEAS 2 /it L. B b o @ 0B e
JEAREE 2 N CPD D47 EITRINC L 0 #infb 3 L@ 2 K ES 85 Z R TE T
D3, CPD DY RU IR L W &0mfili7e Pd DS NETH D 7280, T X Mt
GG EHWT U7, —J5. CPE % J5UBE & 97 2 WAB ikt i i S0 il (AR i i S s oD
SEITE, BERERARBESS TR F RO TH 94%% 8 2 D\ CPME B2 R L7z
2. EREESREDRMAETH Y | AR OMHEAECH B R AL I R - 72, 7
B, IhEz7a =I5 T, Ny F RSB 2 RER S — Ik s ng-
ZEnh, IhvEkaEbTHZ L CEAMNTFEZBELTEL LD EE X,
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FEVUET  TERRLEIEOMEST
F—IH  ROERIEOMESL

70— BT D RS ORI 2O S LT, LR 5 B X DWW CREMIIZARTT
L7, . FEHHERCLE (CPE/MeOH E/VER) | @. KOSEE. ©. EH, @. fil,
®. JEEHE [GHSV, Gas Hourly Space Velocity DB T, IISasAAEIZxTT 5 A
e (RIE) 2RTRNFGA—2ThHhH, ZOENPRKEWNTE., ZRICFER#MHE T
HZE DT, BIEEDOAY v MIKREW], CPME D& RS, 70 T Eh b
THXETHDLDOT, KAIRETIZ, EHREWVIEEETLLTWETTHD, L
L., EBERICB/NENEZBNT TEOREZHR LT L 2 A, TN ENDOHA RO
PRITHIIE T L, F72, 1 MPafF2EDOET) CRNIZE THRIE) T, O 7 v —Jx
JSEAT D & A A AR OV DR S AL, SOSHGE & KA LR TIR T L7=D T,
HBHETO 7 0 —SORFHIET & Lc, fRE LT, BE, KHTO7e—Kt%
BIR L7220, ZHUCIETFROE I 72 AV v b7 AU v MRHDHOT, BEIEEZRD
R D, AR E TE AR ESEL2T-ODOMISR 2T 52 & & L,

F£5-10 K7 —ndD A Y v T AU v b

R SOGHEE N M EANE S AR B2 DT, URHE & O fili EECHE N O fEREME T+ 5
FT JEBHREESK T 20T, GRBRNMETI D, 2O 0 RISHEE O RKAEFEA M E

WIETCRINT D EMESRMT I LRI KIS ETT 2B IZHMEIZ/2 > T
WAV, ZORUNIFEEM G T OISR TH D EEZ2TV0D (K 5-7) , 728, X
RS OSSR FHIAS B OETH D,

X 6-7 AR (FEHCESEOS)

BERSTEME A~ DHEE OMe
(::> MeOH

A7 IR F

BHER mOMAL

Z RN CEEERR 2 S50 L, 1000 FEREEGE L CH ng#i D CPE #ix{k=R & O CPE
FHED CPME ERIUVEZIFRI-NTE Y . fBYEMES RSN TND Z & 2R LT,
T, R LS BTV, B L TWWARWE & B ER LT, o THET.
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CPE/MeOH #ZJFUELE LT, BiA A4 A #atstis (Z-2, HAL) Zfhgt L L5 7 v —IX
el X 0 . CPE E:¥ED CPME EERME >90% & 1, 000 BE[E o> Hife 22 iE 1 is 2 3k L7,

O ALE T o R DR

ik U SOmse it & 510 i L C. CPME 0l vt 2 2585 L7~ 2005 4
11 H X BREA L HASHAKE T W T, AFERRIK 1000 t/FD 77 > ki
JEFR 2 E#E LT B,

CPME 1% 7" 2 -2 2 OMENE A [X] 5-8 127" L7z, ""CPE/MeOH % JFUEEZ v 77 1~ B iR AR
RETHAS L. KU CRAL LT JFEE T R & 54 A AZH R 2 78 C A L 72 2Rl 8
U, HANS OB A2 RBETHRE L THANE TS CPME 215570t 2 Thb,

@B

5-8 CPME O HELE 7 vt &

CPE
MeOH

R EHA AR i

Jicds o R 2% ,

v B 3
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Jefs L~ %g/_\

B3 /NFE R i

TR ORI S ORIBHFBNARKE LS 70 —XT v 7ENTWA 1, BE
FERTIHH STV D = — T L RIEBE DR 2 70 R A (B MR 7K & OB FITEDS
e < [BICOTEBE S IR, fEfR 72 iBER b N T B 72 &) OfFRNE E TV D,

Rz,

RERIEDORENEB THLHZ b, =T VAROYMEEZRESEZD T

< TG ORBEE R T X D BB ORI Y oA, BAREA At
THRETAERAL 7 v Z2FEHL, 2 Pa—F Ial—3i g kb ke
i aEET 52 & T, FTLVEREM: Y o RS 7 0 XU F L A F Lo —F L

(CPME) DB IZE ~ 7o, LTFIZEDREREE LD D,

(1)

(7)

CPME (X BEF=— T VRIS S 1T B DRk 2 e R A RAE T 5, E Vb, X
i, HhH, ETOS TRCHEBEL CTHEATE 2 MITEELREFRTH D,

CPME XML EMERRT 28N bE <. BREBRIGICHHER T2 &M
TZ 5,

CPME 1XiBEER L EFEMEDMER N D T, JBEDOSERMENIT & A L7200, Z OIRHL
oI al—a UORERENLELR L,

CPME O FIZ LV . B —(kIC L 2 B8 EHIE (BIEDSCZNITHE D IRER
T AFEAEBOHI, &5 WITHHEEOHE AR 7 VA a—v 7 (G
BT v A D) I K DEEEEIR (UG Y A 7 V5 A LZEDOHI)
DAL A2 b, 7rEATIA RN =7 Y= I XN —I2E
WCHRREBETH S,

AR R M EREBR OFE RS . CPME NEEZRBHEEZ RIS RNWI ERHL N E 22
77,

CPME D& RkIEEL 2 fEMF L= [(D. 7 125 2 (CPE) ~D X Z ) — LI}
IS, @. 7 aXur XY (CPD) ~D A K J — ARG & iU < K
FALEOR],

O. FUEHE LRI, B (BGA A o 2HsiiE) AliEns, Al L v #Eh Tk

D, MERICEEAT A2 L TEMRIELR ESEDH T ENTE,

@. BA F BN X 5 CPD OB 2T 270, BEL R Al

{F1E T CPD 23BN+ 2 2 & ¢, BRAERMOBRIMELZZE L @b bH &

MTED, FEAMICITEEEREEZEBEL COEREM LT,

TIRAr— )V OEBRT, #gEBOBZLE LD 1000 FEEEIRZER L, 71
T ADOEWLEKT Uiz, ZOREEICHE ST CPME 77 o M 2aER L.
2005 4F 11 AD, HAREA RS HAKE THIC THEBIC K 24 EZRMG L
720
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A

CPME DAL L U Cor et (KIS, i, mtro&HE) 2BEL. JREEW
TR KRS EHAARE Y v — « LFEFRIER N L ET,

OPRD 5B~ D LR OB, S K72 TR & T T2 E IR AR ALK 5/ 1 O
Bz, PO AN 2 EROV I 2 L— a U L W e W BRI E N RS
B2 K OilE A dZ . 7 P NV IE RO iR b RS~ ATREMEIC B4 5 H[F]
9% 21T L O e W e KIR TR //IMRETRTER, 7Y =% — VU RISIZBET %
HEMFTE % BT L TN T IR & R F/ KLU AR B AL L B $ 9,

AR SO ONT CPME Ot % & & O - Faim LOMEICHT- 0 . B THEL 2
& o T2l BIEBL R MR ARSA %, RPN T2 0 O il (s ik K2/ S 1R R
JEHEZEH N LET,

CPME Oty S 2 L—3 3 UROREEE L Co TR, DA RIEDYE, 274
PR, 77 > FakEH e ElXmhib o T2 BARE A BRSO BFRE O kR 7 12 RGHT
HL R ET,

M. ABFFEBRFEO—IE,  Ol) Fro X — - pEERINE AR (NEDO) 2LV
BAR, Zrtae b= TR 7 v v A HIRBR ) O—FZeifiE & L CHEEs L &
L7z, NEDO DBIfRE DR IZEGH W= LET,

ZNBPESE OREETT O T 10 DRI, wekeiEihZe LTk, ARG S E &
DO STIET TR, CPME M bSNET AT L, D THELP L
F9,
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— xS

vivrsaRXe Ty o vroaNr Ty vraNe g ) — VT HAREF Ul A
ZOMORIECHEHIEA LT=b D&, Wb O W RY ZOEEMEH Lz, KIS
T RTERZRE N THEME L7,

A7 va~ N7 7% Agilent 685 %, AWK ILNG2EE T Bruker biospin NMR
Avance TI ("H-NMR ; 400 MHz K OF500 MHz, “C-NMR ; 100 MHz) % . #RAMSIGEEE T,
Y—FT7 4w —P AT 47 4 v 7FHOD Single beam FT-IR %, K43 HIE L.
WHEEERASHB D — VT ¢ v e —KGHZEH L7z, 'H-NR b7 7 MElE,
Hr/uaRLVAF, T RTAFNTT U NEEREYE & L C ppn AL THRR LT,
BH-NMR D b2 7 MEIX., 7 2 a R L AOWIN 2% (§77.0 ppm) & LT ppm
B TR LT, 728, XHLL N OKGEZFEH L=, s=singlet,d=doublet,
t=triplet.gq=quartet.m=multiplet. br=broad.

WIEONNy FROSIE, BEGKRER (£ 7 v 7 AHH L-COSPers 24) THEBRL
77 MERSIE, THEM T TEMA S SUS Bl — F 7 L— T S EERE 2 AT,
AT URBNRIC L D 7 —Ui g, TRIO X 9 7 ROGFEwE CEi L7,

% JFURRRE ;RS RN T

Gauge

*  DIERE - ROSE O OFRERE TRl
e SR % RUSHE PR LA FXEE 30 em
e k  filiiEE K0 120 ml
p % SAbgs VAR e —X—T, IR
* JFE R
;sg % ROSHERE . 4T SUS
N % BN RIATAA=T® B
\ZC, AR N7 v
N2

RS, AR OB S 2 3 2 m e, =2 b A T 0 = AR S L O
VT4V R T A T A = AR TEM LT,
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5 HNC B o RBRH

2-1. > 7 aXF)AF )Lz —T7) (CPME) DAL >

HRAEE 24T L72 1000 ml OPUSH 7 T 23|, NN AFILRLLT I R 283 g
A, 60 wth/KFE{LT MU 7 A 58 g (1.45 mol) ZIRAIZIRINLT-, ¥ 7 m~X»

4% /—) (CPL) 103.3 g (1.2 mol) %, ZE/N5 50 CIZT, KEOFHAIZIEEL
R B, o D LT Lc, P& THE, 1 RFRI2NT T 110 CIZHR%E, B2 1k
MR L2 IRWT, ZOREMAZ 50 CETHEIL, I 7EATF L (Mel) 341 g

(2.4 mol) ZIRAITH N L7, M M THR, RIGEEW A 5 FEMER Lo, KSR

B DARFE LA B R, Dika— MIB LK 100 g 2Nz THoiR% A i%E

ZOELL, MOKAREE~ 7 R U AT, AL, AU 210 ¢ 2187, 2O A%,
BV o — B CHEIERE L, L0 1-3 21572, CPME OULERIE, 48.2% (&
3 3DH) . TG IR X OYNMR IZCIRE Lz,

B4y i (C) HE (g) ik (A7 0 Sk ;%)
1 ~100 77. 1 MeI (88.3) , CPME (3.3)

2 100-106 3.4 MeI (58.7) , CPME (40.9)
3 106 70. 0 CPME (99. 8)

54 53.5 CPME (64.4) , CPL (19.6)

IR (em") :2959, 2873, 2818, 1451, 1360, 1206, 1153, 1100, 1070, 966
'H-N\MR & (ppm, CDCl,) :3.80 (m, CH, IH) . 3.28 (s, CH,, 3H) . 1.4-1.8 (m,
CH,, 8H)

“H-NMR 6 (ppm, CDCI,)

82.64 (s, CH) | 55.90 (s, CH) . 31.73 (s, CH-CH,) . 23.33 (s, CH,CH,)

5 =R BE9 5 5
2-2. 2,4~V Fu SV REEMA TV OB X 2

2-2-1. CPME (2 X 2HhiH

2,4Vt X ZREHRATF/L 2.0 g (11.9 mmol) % 20 ml (10 fZ&) ¢ CPME
MR L. 288K 10 ml 2002 CTHolilEx 1T o7, 2L Eidhlc, 2,4~V Rm
FUEEFRATF L 2.0 g (11.9 mmol) % 40 ml (20 f5&) DT —T VIZIEMEL .
ZREEK 20 ml ZINZ THURBIEEIT -T2, 2,4~V Kua kU ZEEFEE AT /LT CPME
B WA 2 R LT,

CPME OfFEIC LV . 1 HOSEEIET 2,4~ R T2 B85 A F L& B
ICHIHT 2 2 2N TE DT L, =—T L OBEAICITERN AL, 2B
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WEER VBB Ch o T, o TCPME DA, 2,4-V b Rua XU ZRERE A FLOH
HUZ L BE 7RI L. = —F LD 1/4 THASTH A Z LT,

2-2-2. CHME (2 X BfhH ™

2,4-Cb FaXx o ZHEFBRAFIL 2.0 g (11.9 mmol) % 10 ml (5 &) O=—F
JAZEE L, 758K 5 ml ZINx CTHWREBEEIT o7, —H, 2,4~V XU 2R
FEEAF I 2.0 g (11.9 mmol) % 60 ml (30 fi#&) o CHME IZ¥sfiE L. 78%47K 30 ml
EINZ COREMEEAT o T2, TORER., =—T VO BMEN T IREEE R LT,

Flo, =7 VOMERICLY 1 EOSEEMET, 2,4-Y Fa X ZREFEA TF IV
ZEBICHIH TS Z LA TE =2, CHME OIS ICITEEN 2 HICIT 2 B D4k
BERE L=, o T, 2,4~V b R 22850 A F VORI L E 2R R,
T—F )LDA CHME O 1/12 THAHTH D Z L3~ 7=,

2-3. 2,4~V RaxI ZRBEBRATF LD ALK

2-3-1. CPME H' T

10ml FAT7 T A322,4-V a2 BE5M AT /L 148 mg (0.88 mmol) &
CPME 3.0 ml 21z, 0 CTWHZELT 60 wth/kFELFT FU 7 A 109 mg (2.64
mmol) ZIRAIZINAZT=, 0 CT30 IS ETRIC, ¢ T TFNVIAF ALY LY
2 U K 400 mg (2.64 mmol) ZMMZx7-, T FZ7k Fu7 7 H Tl 53 TTLC £
DB AR v MR LIZDIZxt LT, CPME ik, JREHHEAIZ 30 /A2 L7z

2-3-2. CHME H CTO s

10ml FAZ75 23T, 2,4~V Fux v ZREFHEAFIL 4.0 ng (24 pmol) &
CHME 200 pl ZhNz. 0 CITHEEHEBELZNS 60 wth/KkFE /LT FY 74 2.9 ng
(71 pmol) ZHAITINZT-, 0 CT, 30 0MIe L=, (- F LI AFLIY
nzual K 11l mg (71 pmol) #MZ7-, T b7k Ku7JfTiks M <TITLC E
DB AR » FATER L7=DIZxt LT, CHME HF CIIFENN I 4 FFfE 2 3L L 7=,
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RSB % EER

1. ZV=%— s (L1-CAF ARV NE ) — L DER)

BHREERE AT L7200 ml @4 ARG 7 G A2, I7 == < Ry Ah7as
R THF &L 45 ml Z# Nz 7=, B LN 0 ClamEIL, 7' 2 1.74 g (30
mmol) % THF (Z¥EME LT 50 ml & L7emiRzw->< D &~ Lz, [RET 1 KRFERS
L72t%. 50 CIZTHIZ 1 KRS LTz, RS Z S|mICHA L, IN-HEEE 20 ml %
WML TS EEIE L, RISEOAEEF D 2-7 == 1-2-Ta /X ) — 1%L 2-T7 =
=N-1-TaX P e A sav NI T 40— (REEE I TO Lc, 2-7 ==L~
-7 — )Ll 2-T 2= -1-TF RN FILEIL 44, 8%, 33. 1%L L TUuhi,

ko> THF % CPME [T & #ax &< AR OBER T o726 2 A, -7 2 =)L—2-TF 1
IN) =)l 2T 2= 1= XU FRLEIL 8L 9%, 1L 6% LT,

T == SR A7 E X RO CPME AR O S

BYPERE 24T L72100 mlO4AA KT T A3l w7 %A 2 ¢(82 mmol : 77
n ZfE8) L CPME bml &N 70, iR T, 7H2EX B 13.4 g(85.5 mmol) DY
SONFEEZ WP - D L F LS ZEBIMR S BT, KIGBMEHRE., D7 oE~
VB UAZCPME 30 ml &Nz, RSB A MR T 5 L 2107 v ' B OCPVER
W T LTz, HICIRFELRER L2, |RFTHAIL, CPMEZMZIM-7 = =)L~
FvULT I NOCPMEREZHME LT, 72 M EDRISITIEIZOEEHEH LT,

3-2. 7V =x—/Lits (7T VUAk) ©

20mly a2 b Z®EIC, 7 XA 73 mg (3 mmol : 77 o A8 2z 7=,
LT, 300 CTIoEMEEFREE A LT, FBIRICKE L, #BECPME (1.5 ml : £ L
X7 ——74 NZTH) 24, 7078 IR 181 mgiZ7ry sy R
115 mg (1.5 mmol) Z{EA L7z, iR, 28RS, 0 ClIThEIL, _RUXT LT
B R 170 mg (1.6 mmol : Z&ARE %, BHRXIE FIRAF) Zf F L., FIZ0 CIT T3HRFH]
G L. BOSHRIZEFIEAL T B =0 LKERZ M2 IRAEW & = — 7 )L Tt L7z,
T— 7 )VE E R REK TR, e~ 27 R U NI TR L, WETFT=—7 v
EREE REE T Ty vaidaruvw N7 40— CTE- (U DTV
Yo Wi FL=3:1) L 4T 2= -1-TTo-A4-F—EE5- (T el
K5 178 mg, UFE80%, 7V —/7 a3 K ; 200 mg, ULZI0%) . B Db EEIT,
'H-NMRIZ CIRE L 7=,

'H-NMR & (ppm, CDCl,) 7.43-7.25 (m, 5H) , 5.82 (m, IH) , 5.20-5.14 (m, 2H) ,
4.75 (t, JF5.4Hz, 1H) , 2.58-2.49 (m, 2H) , 2.01 (br, 1H) .
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3-3. LiAlH BTt (R DA T v a—L " OERR)

PRI R 21 L 72100 mlD4d 7 7 A =22, CPME 20 mlZ 0Nz 7=, 0 CIZHEIL
LiAlH, 0.38 g (10 mmol) Z{EEHELMA, RN TLEEHFMT=T /L 1.5 ¢ (10 mmol)
ZCPMEIZIAMRE L TL10 ml & Lo af F L, 0 C, 3G L7,

O. BBAEL : ROSKETH. K 1 mlZ2FEERINZ, S HI210%HEE 20 ml &1z
oo BONRATRZ 3 — M L2lRKEE LTz, Z otk F o<y LT
Na—LVDwT, WA~ 87T 7 4 —58 (/) F 2 NEIEEDE &
HHEMFER IS TR L., =—7 Vo6, AlELUKBICORLEND
HHULEHOWRIL, ZNE166.3%, 21. 1% TH -7, —F. CPMEOHA., A
WE & KE O BB EHONERIZ, ZNEN83.5%, 6. 1% Th o7,

@. 7oA VLB KSR T . BTV 2 mlZEEES A, S 5I240%-7K
BT b U U AERHE 10 ml 2 A7z, RONEEIRZ 3 n — MMIB LK L7z,
HHE TR ORI T v a— VORI, HAZa~ NTT 7 =038 (-7 F
> NS MEE & 2 PNEREEYELE) IO TR L=, CPMEDIRE . AHEE & K)E
O HIEE ONEEIX, FZE93. 7%, 4. 1% THh o7z,
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BoE B\

HB—IHICEET % 3R
3-5. 1,3-U A MX v aNu A 2 UEBE P oAKR (B —Kik)

50 ml 7T A7 RAall, 3-A MFo T’ Fr=rU/L 2.5 g (29.4 mmol) . £EK
A% J— L 3.6ml (88.9 mmol) . CPME 10 mlZ Nz . KK TEHE LA S, 4N-
HEAL K FECPMERS IR 30 ml - T L2WpffER 2, S HIC, e 7 7 A 240 CA8HKFH]
g LT, BT L7 fhih 25| AEULCPME 10 ml CHEEHIBTERLI-L 2 A, Af
SRS R M. 1 g5 b (IRERI0%) o 1,3-P A FF® T a3 UERBRE OIS
&I, 'H-NMRCRE Lz,

'H-NMR & (ppm, CDCl,) :2.95 (t, 2H) , 3.25 (s, 3H) , 3.80 (t, 2H) , 4.30 (s,
3H) , 11.80 (brs, 1H) , 12.72 (brs, 1H)

N

WA

i
H—IRICBE T 5 525k

5-1. Yo7 a2 x (CPD) D&k

CPD 1%, WLV oy 7 a2 2R TS -, A a~
N7 7 0 —HEIX, 97% (A ML, Vv a2y y) BETHT-,

5-2. 2= 7~ T =)L AF )L —F )L (CPEME) D&%

50 mlo4p 77 Aall, A%/ —)L 3.2 g(100 mmol), 7= hT7 7 ara /N7 A
() B87 =72 0.057 g (0.2 mmol) #NNz40 CITMEA LTz, KILBREEDH9
[ £ T3043 4 1CCPD 0. 03 g (0. 455 mmol) &, EENR L 7 % HAWTE20EFIMN L
(CPDESINEDAFHF0.6 ¢ : 9.1 mmol) I T, & OIZ3REMINEME#E L7 (AT
12, SOSHEF OCPDENE, FTEREIC T A7 n~ N7 7 40— (TR Fr &N
EERTEME & 3 NEREEYELE) Tt Lo, OSHH OCPDIREE (%) 13X, 3. 68% (1IREf) |
7. 8% (5IFRE]) . 9. 23% (8FFfH]) . 6. 05% (12/5[#]) TH D . 12 wthbh FITHERF Z41Tuhiz,
IS TH ORISR ZZRE L, #BA109 Ch2-> 7 a X F =)L A F)Lz—TF )L
0.35 g&x157= (MiFE99%) ., CPDZ&JEUE L L 7= HABEIN=RIZ40% CTh » 7=,

o IRICEEY 5 R

5-3. WIEHEAE N v F U

HEN A RS E O SOGas (20 m) 2, $A R Y 7Z— K 0.22 g (0.6 mmol) ., CPE
2.34 g (30 mmol) . MeOH 9.6 g (300 mmol) ZHN%x. 40 CT5KMIG LTz, i
WRaeHAIa~ NI T 7 4 —\ZTHN (7' b2 NEEEDE &3 2 NEEREE) L
7o & A, CPE ORALERIT 4. 21%, CPME OIERIMEIL 89. 1T% ThH -7,
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5-4. EHEAE S F RS

CPE 3.4 g (50 mmol) . MeOH 16.0 g (0.5 mol) . EU 7 RO AEEF MY UL 9.5
g (5 mmol) % SUSHL 100 ml DF— K~ 7 L—7h 120 ‘CT6 B ISE LT-, IS
AT~ NI T 74— (T & b 2NEEEYE &3 HNEEREE) Li-E 2
7. CPE O#z k3R (1% 12. 35%, CPME DR M1 92. 63% Tdh - 7=,

FBILE 5
o IHICEE Y % SRR

5-5. /Ny F S

CPE 3.4 g (50 mmol) . MeOH 16.0 g (0.5 mol) . BA A L 2ZHatstlE Z-1 0.85 g
Z SUSH 100 ml oA — h 7 L—7H1, 100 CTH5 BEMIG LT-, MK E T A7 v
~ NI T 74— (T A NEEEYE & HNEETEE) L& 2 A, CPME
DIEIRMEIL 92. 01% T > 7=,

5-6. L7 v — i

EAA25.4mm (1A42F) . &40 cn® SUS B SEIC, 8l LT A A o 25 Hakst
fEZ R TAL (K80 ml) 90 ‘CIZfRIE L7=, CPE/MeOH & Z . JHEIZ > 7 K0k
WL, MK LZEE CRAb S 721 (90 °C) & & N RSB I HER SRR Lz, Kk
BRAGED O 7 ReffRE% . KSEO—HOHONOMHT A RKISKE T A7 a~ N7
74— (T N NEEEEYE & T ANEIEEER) ICZ D ot Lie, £, RGBS
NE TR OMICINE N GEH LT INRZED T, 2EEZE V) o —HFEE CF
JEFSEE 45 Z & ¢ CPME (L& 99%LL |) 2457~
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