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W oEed, §7] 8o o] B2 Aeodlv HAEo] oo o]gstA Ho] I5&o] Ashgith o] uf
o, o AFHES MAA AMEstE f7] §ule] &, "ol A& o ZgAt sistEd digte], 0.5 ~
10 % w7} wpdgetar, 2o uigAsiAe 1 ~ 2 T5% vjojt).
[0072] A AFHE MGl AHEsE 7] SR, 593 X AN, AHEY =t =2 Sl A1
2, 524 g§Eo] oJgdoz oA FHo Iggo] Aselr] Wil npgAshA| ekt o] ujitol, o}
AHAE AAH AHgst= f7] SulRE, F 2 ZF3l WS Algsts wvks S, XEAMYE, 5 E,
X5 n-2Ed, ¥EA i-xXed E%J n—Fg, X525 i-59, oA EAWE | ol ELE, ol EA n-
29, oA EA -2 oAEL n-FE, oM EZ i-RE | Z2ulAidd Ea2ujiled X2 u4k
nmZEF, ITRA -XRF | ZTRy2A p-3Y | ZRy2a (-3g ) JdygdZgIyEadoelE | JdgdF
g Z2otAElolE, dEdIe|EUZ Ry eyeolE, whattdd, eitdd Solu AHES faA7|A]
ARET WS-Ex] = fu, S Bo], EFd, A, e ol AEYUE, olNE, FEEIE, T olA
Exlolu) o]E9] &3 &1 5& & & ). I FoE oA EAE | EATHE | T oA EAL o]
vz sla, Bk vl sl ol EXbelE i ehaltv ol
[0073] 2 A] o
[0074] ojgto]l AAAZ Eof, B S FAHor Ay, B gL oL IAEE AL ol
[0075] EFE, AA oA AFRFE BARE o]3te}l P},
[0076] <GC ¥4 >
[0077] =] GC-2010 Plus (SHIMADZU A} A|%),
[0078] Z+e ¢ DB-1 (A A}o]A AL AZ) 0.25 mm X 30 m, 9 T4 0.25 um,
[0079] Melol 7k @ He, AE7] ¢ FID, AR F4F © 1um, FUYT 2% : 160 T, AE7] 2% 220 C, Zd 2
T 70 T (20 mln) - 40 C/min - 220 C (15 min), Z=&FFH] : 1 : 50, U X2+ &4 FEARE,
[0080] <'H MR B4 27>
[0081] A= Fd WY 2AE dAxy] T A (FT-NMR) INOVA-400 (Varian AF #Z) 400 M,
[0082] 4wl DMSO-d6, W¥EF B : "HEZHEAHE (TNS).
[0083] <gHd ¥4 21>
[0084] A0 DSCL (MEY - EEl A Alx),
[0085] L% 35 C -5 C/min - 400 C, W : Ay (29)).
[0086] Hl:of| 1
[0087] [3}8}2] 4]
(o} o 0
hv
o | —_— 0 o]
AcOMe
o (o]
cA 1,3-DM-CBDA 1,2-DM-CBDA
[0088]
[0089] A Y718, 30 me FolE X (FE4E) FEIA A, AESHEAE F4E (CA) 0.10 g (0.89 mmol),
oM EAE 20 g (270 mmol, A EZFEA F4E (CA) o thdke] 200 wt H)) & FL4staL, waulY AEHZE
WA A LA R %, 5-10 C oA wwkebEA, 100 W LY ST 4 AVL ZAE AT kS
Ab Bo] dkgdlS via FRulESduE A BAS Ay, AJEEA BEE (CA) 9 FESES 299 %
A}, TE, WSy Fo wSAS 2 g AFHSL, oluiHHolHE 70 - 80 Torr A &w] F=F
A A8t Aol7 ) AAEE, H MR Aol <3, 1,3-DN-CBDA S} 1,2-DM-CBDA & ¥ 3at= &£at=

(1,3-DM-CBDA : 1,2-DM-CBDA = 42.6 : 57.4) 21 AL Z<1s}9c}.
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[0090] H NVR (DMSO-d6, & ppm) (1,3-DM-CBDA) : 1.38 (s, 6H), 3.89 (s, 2H).
[0091] H NMR (DMSO-d6, & ppm) (1,2-DM-CBDA) : 1.37 (s, 6H). 3.72 (s, 2H).
[0092] AAd 1
[0093] [3}8h2] 5]
o o (o} o] o
hv
o | o o)
Me,CO,
O (o] (o)
CA 1,3-DM-CBDA  1,2-DM-CBDA
[0094]
[0095] Ar 9718, 30 me Foldx (S54E) FEA Algdel, AEZHEF F4E (CA) 0.10 g (0.89 mmol), 2
ekt ee 20 g (222 mmol, AEgEAF F55E (CA) o thate] 200 wt wi) & FYsta, viadly AEHZ W
WAl A &S A F ). 3015 - 20 C oA mRESFHALL 100 W 28t £S5 4 A 7F 2AE T S
A Fol WbgadlS Jlx gRuEIHVYE A B3 An, ANEGEAN BEEE (CA) 9 FESELE 26.2 %
o} w3k, uey] Fo] wmeHNS 2 o AHF AL, olwHHCE]R 70 - 80 Torr oA L&v =H
A A 8} dojdl WAAZES, H NR siAe]l olsh, 1,3-DVN-CBDA €} 1,2-DM-CBDA = ¥ dtat= Ed%
(1,3-DM-CBDA : 1,2-DM-CBDA = 48.3 : 51.7) ¢ A& &21&}4}.
[0096] Hlale] 2 ~ 28, 2 2A]q 2
[0097] d#e] zzhe v 1 3 5, 7 &njE A EZat F4E (CA) o diske] 200 wt vl H7}ste] A3
I, vnd 1 3 U3 WHo g ANEFHEA FE (CA) o FES, 2 1,3-DM-CBDA €+ 1,2-DM-CBDA ¢ A
2Ju] (1,3-DM-CBDA : 1,2-DM-CBDA) & A+=3}9ith
[0098] |, &5, FAEY 2 AxE olsle] Fo ekt EFE, o7 dojzl wkgale] AEgEZA Rk
o] ZEE, 2 1,3-DM-CBDA <} 1,2-DM-CBDA & AAHE AF&star, Hlud 1 2 AAld 1 oA dojzxd Axge}
st el LERdTE, I, ¥ T dbS Hni, AR A EglEate] Beh 4 A7F UESAIZ] Al oA

of ANEZtZAEe] AEHRFE ALttt
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# 1
A A H| A EctE4
=0 e (HNMR) | PH+STES | =M
< 13-X 1§ 12-/ (GC 2 MH2
[°C] [mol%] § [mol%] (%]
ALAIG 1 EHACIOE 15-20 | 483 51.7 26.2 20|12
AAI0 2 EAHCI O E 5-10 49.0 51.0 79 20| 2
Hl ol 1 OLHI E AT € 5-10 | 426 57.4 29.9 20|18
Hlmal 2 OFAI E &L & 5-10 418 58.2 19.1 30| &
HIm 0l 3 OtHIEAZZ2E 5-10 | 43.1 56.9 23.9 1E;
HIw 0l 4 OLHIEAOIAZZ T 5-10 437 56.3 13.2 0| 2F
HI 0l 5 OLHIESIRE 5-10 | 44.1 55.9 33,6 0|k
H|m 0l 6 OL K| E pHert-S & 15-20 | 41.2 58.8 16.1 Az
Hl 0]l 7 T20|24HH E 5-10 | 439 56.1 30.5 20| 2
Hl w0l 8 SEAMIE 5-10 | 426 57.4 36.7 ;]
Hl W0l 9 y-2EIZ2E 5-10 283 7.7 bd 20|12
Hl w0l 10 OLHI E &t 15-20 | 398 60.2 39.1 ElE;
Hl 0l 11 LUSACIHE 5-10 | 403 59.7 bd 20|
HImdo 12 jolE 82| ZCIOLAIEIOIE | 5-10 429 57.1 b3 =0\
H| w0l 13 2= OLMIE &t 5-10 373 62.7 43.2 0] &
Hl W0l 14 EtAtZ = T2l 510 190 81.0 B 0| &
H| 0l 15 OtHI & 5-10 | 334 66.6 21.0 ]S
Hlw0l 16 HENEAHE 5-10 | 336 66.4 19.4 1]
Hl 1m0l 17 SZZLE 5-10 56.2 438 35.9 =
Hl w0l 18 EEENE 5-10 | 39.7 60.3 51.0 =0/ |
Hl 0l 19 1,2-CI2S 20| & 5-10 | 380 62.0 18.8 1]
Hl 1w 0fl 20 n-g & 5-10 | 437 56.3 5.1 Az
Hl w0l 21 AISZ 8| A 15-20 | 417 58.3 24 Agt
Hl 0l 22 OLHELIEH 5-10 | 402 59.8 67.8 =0/ &F
H|w 0ff 23 CIHEZEOoDNI= 5-10 0 0 61.8 =
Hlw 0l 24 CIHEOtMEOIDI = 5-10 0 66.6 Chaf
Hl w0l 25 HECoIO| =2 &t 5-10 0 0 6.9 Cr&t
HI 0l 26 CI OIS Al Of| B 5-10 0 0 3.4 CHet
H| Wl 27 NE= 5-10 0 0 87.4 0] &
H| 1 0fl 28 SZ0l 5-10 0 0 93.1 1]
X 20 =29 0|30t EA, 24 E0t

o o]
hv
o | o) o]
Me,CO,
¢} (o]
CA 1,3-DM-CBDA 1,2DM-CBDA

A w9718k, 300 me FolHx (TF4AR) FEA 5 7 Fuhaad, AEZEAE F4E (CA) 35.0 g (312
mmol), B EAMEIE 152 g (1682 mmol, A|E#EAF FE (CA) o tigte] 4.33 wt Hl) & FYskar, whadlg
2B 2 wRkAlA &2t 2%, 10 - 15 T oA wwkebAA, 100 W ¢ %S 48 AIZF 2AMS)
At} Hpgane yla guulEgdy Bae os, 98 @ELo 237 % A AL HAFAL).
MH *4%{1 B AHE 10 - 15 T oA Aol e FHEstar, o] AAHS ol ELNE 43.8 g (497 mmd,

A) o wiste] 1.25 wt ®f) 22 2 3] AA3SIct. o) AS et AxAowH , WA

=

A4 8.1 g (% 23.1 %) & IAUL}. ol A4, HNR 4ol s, 1,3-DM-CBDA 9} 1
Fotsl= &8 (1,3-DM-CBDA : 1,2-DM-CBDA = 90.3 : 9.7) ¢ Z& s}, Y, ol 24, o

stol, AgNE 27t ' NR A R b ARchEadYE g BAstn, FAF o s BsE 8.9



[0105]

[0106]
[0107]

[0108]

[0109]

[0110]

[0111]

[0112]

[0113]

[0114]
[0115]
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[3}&+4] 7]

o hv o] o]

BP
o | (o] 0
Me,CO,
(o]
CA 1,3-DM-CBDA 1,2-DM-CBDA

A B9718F, 30 mt o)A (EFAE) oAl A, ANEZEA £4=E5E (CA) 0.10 g (0.89 mmol)
H= (BP) 0.020 g (0.11 mud, A E&EAF F4E (CA) o diste] 20 @#%), 2 etdE 20 g (222 mmol,
A EFEAE B4 (CA) o diste] 200 A= ¥)) & Fsta, vlaulg ~HHAZE wwAlA S3AIF T A
%, 10-157T °ﬂ A WPoPUW 100 W 129t =55 4 AzF ZAFSFI T ZAF Zo H&%@i% 7k A8
nfEa v A 243 Ay AEgEZA B4E (CA) o FEELS 3.9 % ). w3k, BkS Y] o] u
SAS 2 g AL, ol IHZ 70 - 80 Torr oA &wl F/H AASUTT. Aol WA B

[e)
NVR &i4ell Js) 1,3-DM-CBDA ¢} 1,2-DM-CBDA & X3tsh= EE (1,3-DM-CBDA : 1,2-DM-CBDA = 48.3 : 51.7)
A RS FAsAT.

2
=
i)
offt
e
o "
ok
& E

& olate] ®ol YERT. 3, o714 Folxl Hkg el AE E} *J
FEo] &S, 9 1,3-DM-CBDA 9} 1,2-DM-CBDA o] BAu|E 2k&Estar, AAld 4 oA deojzl 24
£, % T e £, AR A EZEALY ETQ}, 4 A HEEAIR) AIJWH L

o vepdTh k23
ZhZAke] JEFENE AXElt
X2
A AlEcCtE A
=1 - (*H NMR) P2 BEE
S S | qa-m | 12-m | (GC B
[°cl fmol%] { [mol%] %]
A0 4 | EraCINE 10-15 BP 483 | 517 39
AIAIG 5 | ErACITIE 10-15 | DCIBP | 483 | 517 0
e 1
[&}eh2] 8]
0O O o]
)X,., \ Ac0 W,
(o] ———e Y o)
)/“' 2 reflux )/“
ST o o o] (o)
1,3-DM-CBDA  1,2-DM-CBDA 1,3-DM-CBDA

A 71Fe &, 200 me 9] 4 - FehaAd], AAld 3 7 FUdd W oR Ao
CBDA = ¥3%sl= &35 (1,3-DM-CBDA : 1,2-DM-CBDA = 85 : 15) 18.3 g
Taoh vhadlg ~EE & anksl, 25 T oA dEAFT %, 4 AR 7}03 %
F, W= 25 T o]st7hA] WZA7IAL, 1 ARE 25 T olatell A kA AT, %, 4E EJ LRSI
xg% oAzpsla, 2 AAS oA EAE 18 g o& 2 3] AAI &
559 1,3-DM-CBDA 14.4 g (5§ 92 %) S ATt o] 242, H NMR a4l ¢ls], 1,3-DM-CBDA &}
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[0118]

[0120]

[0121]
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AV

1,2-DM-CBDA ©] H]€-©] 1,3-DM-CBDA : 1,2-DM-CBDA = 99.5 : 0.5 ¢l AL &135}9it}.
H NMR (DMSO-d6, & ppm) (1,3-DM-CBDA) : 1.38 (s, 6H). 3.89 (s, 2H).

1

H NMR (DMSO-d6, & ppm) (1,2-DM-CBDA) : 1.37 (s, 6H), 3.72 (s, 2H).

mp. (1,3-DM-CBDA) : 316 - 317 C

AFHFY o] 87

B aoA o= AERFBHESIIEREA FREAlE, Eejotyit, EElolvs T duRA F8F I}
Fer, 2 FPovE T O FA] bt vkl glojde] nE AR, dd AR T A ARl AR

UE dE 53 &9 2014-007186% 2] WAA, 53] AT WL, 2 ok AA
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