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ZIHSd 10-2016-0111397

[0251] <8}shA [1a>

[0252]
[0253] 71 Al A,
[0254] RS H ®= CHsolaL,
[0255] ne 7 WA 70, vpRAEAE 7 U= 40, B}l upRle Al 7 1A 259 Srolt).
[0256] Rol H W& CHsolal no] 7 Z3e] 91 3188 Agftatar, wpebs, 3k 2 ubgo] fjitolt
[0257] A7V AFE Ao 2 mpEh3k AL W oukgol nE =dd FUsA FHed),

gy S Al et FAEF L Y&
[0258] 3l7] A= B gy S AAE o A3k
[0259] A) Az AAX4
[0260] AFRE ZYdAAZYF (n > 6)S B EAH BEXE 2= J)a EFEo|Y. Fo AR sk ow e

IR
[0261] TE 53 TEEAold FES 9 o|AAANE Yea, & e shedt o] @A AlgHd),
[0262] AAd 1

o\/\o/\/o\/\OH
HO\/\O/\/O\/\O N N
N
|
14
\N N (o] (o)
\ p N A e V2 V.
HO\/\O/\/O\/\O
[0263]
[0264] F20A 1a9] 34
Qo\/\o/\/o\/\OH

[0265] NC CN
[0266] 20 me] ¥ DMF 5 1 g (6 mmol) S-UERZTEHZYUEZY 867 g (58 mmol) Egjdddl 8|5 % 4.8 g (34

mmol) EFFZES &S wheAF| T (WS £ 20T, WS AZF 24X)7b), duk Az} Do) A" uel 2ol

Ak, 8 1.39 g, AA 1A
[0267] ' NMR (CDCls): & = 3.6 - 3.85 (m; 8 H, OCH,), 4.0 2 4.35 (m; 2t} 2 H, OCH,), 7.3 - 7.4 (m; 2H, o}=-

H); 7.65 (m; °o}2-H) ppm.
[0268] olel etz Alold FA 19 FA:
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[0269]

[0270]

[0271]

[0272]

[0273]
[0274]

[0275]

[0276]
[0277]

[0278]

[0279]
[0280]

[0281]

[0282]

[0283]

[0284]

ZIHSdl 10-2016-0111397

1.39 g (5 mmol) TXHAl la, 0.17 g (1.2 mmol) F fslold 2 0.77 g (5.05 mmol) DBUE WHSA]7]aL Lt
Azp 2)el 71A1E vreh 2ol Ak, & 1.53 g, A4 1A

vais: Anax = 703 nm.

2+ + + +
MS: C;ﬁHmNgOle’l (117056), m/Z/\ELfTi] = 1170 (M , Z= 1), 586 (M + H y Z:2).

A 2
P e U VWl
Hjc/o\/\o/\/o\/\o N N
N,
) N N N N N
N T g

o] ggtEe FxF o] gt} [Kobayashi et al., Bull. Chem. Soc. Jpn. 72, 1263 (1999)].

NC CN

10 mé9] ¥4 DMF & 4.37 g (25 mmol) 3-UEZZER2UEY 6,
oflelZ 2 6.98 g (50 mmol) EMFZFS £AE WhSA7| 1 Lt

T8 5.6 g, 3™ 314,

35 g (38 mmol) Edgdxl =8| Rwvd
A]

5
Azt 1ol A vk o] &

" NMR (CDCls): & = 3.4 (s; 3H, OMe), 3.56 (m; 2H, OCH,), 3.67 (m: 4H, OCH,). 3.75 (m; 2H, OCH,), 3.95

(m; 2H, OCH,), 4.32 (m: 2H, OCH,), 7.35 (m: 2H, oF=-H):; 7.65 (m: 1H, o}=-H) ppm.

MS: m/z = 291 (M-H)'

(6.0 mmol) o} (1D CIAEHO|ES 50 mee] N N-T] v o}n]
]

g =
.oHES B9, AAE NS 8]0 BHAF T TS 89S 135CE stgEta o
oF wakeldth. Whgo] 9kEd AL (TLC tix YFEEWE/wEere 10:1), A Ed4ES

UViis: Apax = 702 nm.

MS: CoolyNeOuZn (1226.7), m/za=4 = 1225 (M - H, z= 1), 1247 (I + Na).
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[0285]

[0286]
[0287]

[0288]

[0289]
[0290]

[0291]

[0292]

[0293]

[0294]

[0295]

[0296]

[0297]

[0298]

[0299]

ZIHSd 10-2016-0111397

A 3
0/\/0\/\0/\/0\/\0H

HO\/\O/\/O\/\O/\/O ;\1 N O/\/O\/\o/\/o\/\OH

\N Zn N/

N. N N

\
Ho\/\o/\/o\/\o/\/o

o] 3}gH&- FAF o] Il [Ahsen et al. Dalton Trans. 40 (2011), 4067)], 71=% HAZS okt WA A AT,
T3 3a9] A3

O/\/O\/\O/\/o\/\\OH

40 me F+ DMF = 1 g (5.8 mmol) -HEEZZEZUEZ 3.9 g (20 mmol) HIEZdEd Z8F L 48 ¢
(34 mmol) ERFZFES {HE 20ToA 2427F Fob WEEAIZIZ AWk = Dol Z|AE vke} ol
SAAT. 8 1.3 g, Ao of7F FAlS W 1A,

1=

" ONMR (CDC1y): & = 3.6 - 3.8 (m; 10H, OCH), 3.9 2 4.3 (m; 2b2Z} 2 H, OCH,), 7.3 - 7.4 (m: 2H, o}=-
H); 7.63 (m; o}=-H) ppnm.

MS: m/z = 321 (M-H)
ol mermalopd fEA] 39 T4

1.28 g (4.0 mmol) FZHA| 3a, 0.14 g (1.0 mmol) EB3}o}d L 0.63 g (4.1 mmol) DBUE 10 m¢ 1-FMEHE SOl
HEA Y. WS E3ES WSAI7IaL At Azl 2)] 7 AE vkl o] T 2lEkiT).

& 2.4 g, %iﬁzuw Z APES 29 A2vtEadgy (&9 £FE: fER29e/dEs 10:2)dd ¢
8 AA3ske] 1.6

UViist Apax = 703 nm.

MS: C54H8()N802()Z1’1 (1346) m/Z/\l 2 = 1344 4(M - 2H 7= 1)

AAe 4

I NG N N

e e N e N N N /\/\/\/\/\/\/
Hc/\/\/\/\/\/\/B/
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[0300]

[0301]
[0302]

[0303]

[0304]

[0305]

[0306]

[0307]

[0308]

[0309]

[0310]
[0311]

[0312]
[0313]

[0314]

[0315]

[0316]

[0317]

ZIHSd 10-2016-0111397

S 4a] ¥4

QO/\/O\/\O/\/O\/\O/CH
NC CN

5 me F<= DMF % 2.0 g (11.6 mmol) 3-HE
dog2 2 3.1g (23 mmol) %"J%%J |4
& 2.8 g, WA o A4S W 3A],

mlo }m
o Ik

g2 EZY 3.7 g (17.8 mmol) HEzZ g
JESA 713 AR daF Dl 71AlE ukep 2

1H NMR (CDCls): & = 3.4 (s, 3H, OMe), 3.5 - 3.7 (m, 12H, OCH,), 3.9 ¥ 4.35 (m; Z+Z} 2H, OCH,), 7.38
(m; 2H, o}H-H); 7.65 (m; 1H, o}F=-H) ppm.
old TeEZAjold {4 49 34

2.7 g (8.1 mmol) TZHA 4a, 0.28 g (2.1 mmol) H3}o}d 2 1.23 g (8.1 mmol) DBUE 20 m¢ 1-HEE Fo
HEAIF Y. 9hs E3ES 24A13F B9k 130CE 7FEstar Uk Axf 2)of 7|AE wpe} o] A,

FE 2.2 g, 4 aA.
UViist Apax = 703 nm.
MS: CosHeNeOaZn (1402.88), m/za=x = 1402 (M, 2= 1), 702 (M, 7z = 2).
AR 5

e Ve N e e

o™ N N NN N S NN N S W N NN N,
)
N
\ /)

e NN W G N e

SAHA a] @A

QONOV\ONO\/\ONO H

45 m¢e] ¥ DNF % 2.0 g (11.6 mmol) S-HEZIZEZLUEZ 993 g (40 mmol)e] Zeodxa 22 2 9.6

g (69 mmol) BAHZFES {IAE 18AIZF st 20ColA wwksta d¥k "xp Dol 7|Aj® dpe} o]

YA, F&: 3.2 g, WA okt A4S W aA],

1H NMR (CDCl5): & = 3.6 - 3.8 (m; 16H, OCHy), 3.95 ¥ 4.3 (m; 2z} 2 H, OCHy), 7.35 (m; 2H, o}=H-H);

7.67 (m; oFE-H) ppm.

old TR Aol FEA 59 3

3.2 g (8.8 mmol) %t 5a, 0.3 g (2.2 mmol) E3lo}Ad 2 1.34 g (8.8 mmol) DBUE 20 m¢ 1-FMEHS ZFo

ﬂﬂﬁ@ e E3ES 12203F eok 130CE Al Wk EEE 0CR W7t oueigiy. =
S 100 me9] Fekol]l X3 Uk A=} 2)o] 7)AE wpep Zo] XYY, & 2.5 g, HA4 1A,

2o

UViist Apax = 704 nm.
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[0318]

[0319]

[0320]

[0321]

[0322]

[0323]

[0324]

[0325]
[0326]

[0327]

[0328]

[0329]

[0330]

[0331]

ZIHSd 10-2016-0111397

MS: C72H%N8024ZH (152298), m/Z/\ELfT»i] = 1523 (M+, 7= 1), 1524 (M+ + H)

Al 6
B N
NG NP N N N W e N | NN o/\/o\/\o/\\/u\/\\o/\/o‘\/,\
ot ] 4 ““
S < N
W l i

F2HA) 6ol F4

QONO\AONO\AONOH

40 me] ¥ DNF 5 2.0 g (11.6 mmol) 3-UEZZEZYEZ 11.8 g (40.4 mmol) AW g5 2L
9.58 g (69 mmol) BHAFZEFC] &9 2A17F 59t 20Coll A wnkslgich,  wkgo] s ¥ Art (Suj=A oE o}
AElO]ES AFEE TLC IZF). HAES oo a8 AASE 5% ZHL 100 m tEFZ2ver Fof] &3
Al71aL 100 mee] B2 Al W FEFIUT. f7] A4S bnladlges dAzAT A, osial i AF SellA
FHA 2

<

HOMMR (CDCly): & = 2.6 (512 s; OH), 3.55 - 3.75 (m; 20H, OCH,), 3.9 2 4.3 (m; 2}Z} 2 H, OCH,), 7.35

(m; 2H, o}&-H); 7.67 (m; °o}2E-H) ppm.

S8 4.8 g, WA O gAg W 1A,
ol Ter@AJobd FA 69 FHA:

(11.51 mmol) DBUE 20 ml 1-¥EHE

e duk Ax 2)o] 71AE wt
o o

4.7 g (11.51 mmol) Z=7rA 6a, 0.39 g (2.88 mmol) ¥3}old ¥ 1.75 g
Zo AT, 92 EFES 1247F B¢k 130CE AHEEdTr. wke
o} Zo] et H yFrdetor FXY3AUT. F&: 585 g = AAHE,

UWeis: Apax = 704 nm.

MSI CSOHllZNSOZSZn (169919), m/Zg-;,;] = 1699 (M+, VA 1)

AAo 7
O/\/O\/\OH
Ho/\/o\/\O N N
\N Zr< N/
\ N
\ / I NV Yo
Ho/\/o\/\o
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[0332]

[0333]
[0334]

[0335]

[0336]

[0337]

[0338]

[0339]

[0340]

[0341]
[0342]

[0343]
[0344]

[0345]

[0346]

[0347]

ZIHSd 10-2016-0111397
TA 7a0l 4

O/\/o\/\OH

45 me] 4 DNF £ 2.0 g (11.6 mmol) 3-HERZZ2UEZ 2D 12.6 g (116 mol) Heldad =
S -10CE W¥ZHskgint. ololA, 3.19 g (23.1 mmol)e] EAHAFS Hubslgich. whe &
Tol Al agkgh £ 20CE 7F2AIZTE. 59 98 &8 offstal Ak dak 1o 714
shalth. & 2.0 g, WA ozt QA 1A,

A
il
lo
oo
12

i 12
)]

=

o

iy

o

o
Ak

1H NMR (CDCl5): & = 2.15 (m; OH), 3.7 - 3.8 (m; 4H, OCHy), 3.96 % 4.34 (m, Z+Z} 2H, OCH,), 7.35 (m;
2, o}d-H); 7.65 (m; oFE-H) ppm.
old B Alobd FEA 79 3

=24 7a, 0.29 g (2.15 mmol) 3fold % 1.32 g (8.6 mmol) DBUZS 20 m¢ 1-HEFS Fo &
12417F 59k 130C = 7Fdata Ayt }mﬂ7hﬁ1w%%%1%%§lﬂ%iiﬂ

Kol
gow FAsde. FE& 1.6 g 4 34

UViist Apax = 702 nm.

MS: CosHuNeOwZn (994.35), m/za=x = 994 (M, 2= 1), 497 (M, 2= 2).

A4 8
oI N
o g P
()
\ / PN

SAHA 8a] @A

O CH
QO/\/ NN
NC N

4 me F4 DNF < 2.0 g (11.6 mmol) 3
Jqel2 % 3.19 g (23.1 mmol) BAFZFES &AE HESAIZIL o
TE 2.7 g, WA ok A4S W aA],

, 2.15 g (17.3 mmol) Tz =Z¥F Hix=vd
bodak Dol 71AfE wkel o] S 2 skoivt.

T

¢

1H NMR (CDCls): & = 3.4 (s; OCH;), 3.60, 3.75, 3.95, 4.34 (m; Z+Z+ 2H, OCH,), 7.38 (m; 2H, o}Fd-H);
7.65 (m; oFE-H) ppm.

obel g alobd FEA 89 F:

2.6 g (10.55 mmol) = ﬂ 8a, 0.36 g (2.6 mmol) G3fo}A ¥ 1.61 g (10.6 mmol) DBUS 25 m¢ 1-FEHE =
of AT WEE EFES 12413 H<¢ 130CE 7tEsigith. whs EEES é%iﬂﬂzwﬂﬂﬂ%lwﬂ
2ol e ‘ﬂ%if‘_uﬂ%# Sagsdnt. 8 1.2 ¢ 54 4.
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[0348]

[0349]

[0350]

[0351]
[0352]

[0353]
[0354]

[0355]

[0356]

[0357]

[0358]

[0359]

ZIHSd 10-2016-0111397

vais: Apax = 703 nm.

MS: CoollsgNsOrZn (1050.46), m/za=x = 1050, 1051 (M, z= 1), 525 (M, z = 2).

A 9
0/\/OH
HO\/\O .
N
\N Zn’ N2
R
N. N o
\ 7 "o
HOL
o

T 3HA 9a9] A

/\/O H
o}
NC CN

-10C2 Y7k, olojM, 1.6 g (11.6 mmol) ©HAFZAES H7FekAch.  wke 98 4A]7F B9k -10TA
Wk & 20C7HA A Z T FEH s &ds disiz guk AR Dol 7iAlE wpe} ol
STt 8 0.73 g, WA oF7k QA A 31A|,
HONMR (CDCl): & = 1.66 (51 s; 10, OH), 4.07 2 4.27 (m; 22 2H, OCH,), 7.29, 7.42 2 7.68 (m: 2+7}
1H, o}&-H) ppm.

old @ Ajold F=A 99 A

0.7 g (3.7 mmol) S7HA 9a, 0.13 g (0.95 mmol) Isfold % 0.57 g (3.7 mmol) DBUE 15 me 1-#EHE F
HEA AT, WS TIES 1247 ZoF 130T E /Mgy, ¥he EIES 0TE Wasln 9% HA
A% (0.33 g)& ol &) dA AT, RAS Adk "} 2)o] 1A upel o] Ak A tFR 2o
Agste] o B2 AAE (0.6 g0 AU, & 0.99 g, A A,

UViist Apax = 705 nm.

MS: CaHooNeOsZn (818.14), m/za=x = 818 (N, z= 1), 409 (M, 2= 2)
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[0360]

[0361]
[0362]

[0363]
[0364]

[0365]

[0366]

[0367]

[0368]

[0369]

[0370]

[0371]

ZIHSd 10-2016-0111397

A A4 10
O/\/O\CH3
\\v//ﬁ\\o//
Hye”” \/\o

7+ 10a9] 34

o
o/\/ e

3

5 mle F4= DMF & 2.0 g (11.6 mmol) 3-UE=Z ¥
H2 %2 3.2 g (23.1 mmol) BXHZ2F &9 HkS-A]7]
2,17 g, WA 1A,

ZUEZ 1.36 g (17.8 mmol) oga Z
I duk dxp 1ol Z1AlE upe} Zo] 4

1H NMR (CDCl3): & = 3.5 (s; OCHs), 3.85 2 4.34 (m; Z+ZF 2H, OCHy), 7.34 (m; 2H, o}d-H); 7.65 (m; o}
-H) ppm.
old TeEZAjold {24 109 A

2.17 g (10.73 mmol) FZFA| 10a, 0.46 g (2.68 mmol) &A3}old E 2.06 g (10.72 mmol) DBUE 25 m{ 1-HNE-E
ol gAY, W EFES 1243 B9 130CE 71hEdith. olojd W EFES 20CE W7bEtal A
AES AFgsiddy. 8 1.7 ¢

UViist Apax = 702 nm.

A=A A,

MS: CoHuNeOgZn (874.25), m/zn=n = 874 (', 2= 1).

AAle 11
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[0372]

[0373]
[0374]

[0375]

[0376]

[0377]

[0378]

[0379]

[0380]

[0381]
[0382]

[0383]
[0384]

[0385]

[0386]

[0387]

[0388]

ZIHSd 10-2016-0111397

S 11a9] 944

o

n
NC CN
n~7

47 M9 B4 DMF = 2.0 g (11.6 mmol) 3-HERIZEGZUEZ 146 g (40.4 mmol) ZSF7& A 350 E 2 9.58
g (69.3 mmol) ¥HAHZAF2 ﬁ@ié 20Tl A 22A17F FoF wtsisith. Ak A=} 1ol 7]AE vhe} o] FA g
£ AAEdth. 78 7.33 ¢ 2 AAE, FHEE SAs W A,

H MR (CDCl3): & = 3.4 (s; OCHy), 3.55 - 3.75 (m; BE& ZF7< 0CHy), 3.93 2 4.32 (m; Z+2+ 24,

OCHy), 7.34 (m; 2H, o}FE-H); 7.64 (m; o}F=-H) ppm.
ofdd el AJold F=A 119 A

7.3 g (5.3 g (11.57 mmol) A F7+A 1la, 0.39 g (2.89 mmol) F3}o}d = 1.75 g (11.5 mmol) DBUE 20
m 1-FEHE Fo dEAZT. Rk EES 12A12F T 137CE et 1 %, vhg £3ES 0CR
WAsta 42 AHE EFES 200 me Feko] AT, At A3} 2) wEt F7F $X 2 E AAESI.

Z7H4) 1229 A4

o CH
o/
n
NC CN

n~11

21 M9 ¥4 DMF 3 1.0 g (5.8 mmol) 3-HERZEGZUEZ 11.91 g (40.4 mmol) ZSF7& A 500 E 2 4.79
g (35 mmol) EAFZAES §dS 20Tl A 22417 &QF wtslicy,  drk A} 1o 7|AE ufe} o] A E
AABATE. & 6.55 g = AEE, TS A4S W dA.

H NIR (CDC13): & = 3.38 (s; OCHz), 3.5 - 3.8 (m; 2 =572 0CHy), 3.93 % 4.3 (m; Z+Z+ 20, OCHy),
7.35 (m; 2H, o}F=E-H); 7.65 (m; °}=-H) ppm.

old TR Alold FEA 129 4!

6.55 g & =7k 12 a (3.71 g &4, 5.77 mmol), 0.2 g (1.44 mmol) ¥3fo}d % 0.88 g (5.77 mmol) DBUS
20 m¢ 1-MELS %—011 HeEA H T H&% %ﬁﬂ‘j% 12717 F9F 135C =2 7Fgslsith.  o]ojA whg EJHES 0T
o)
=4
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[0389]

[0390]

[0391]
[0392]

[0393]
[0394]

[0395]

[0396]

[0397]

[0398]

[0399]

[0400]

[0401]

[0402]

[0403]

ZIHSd 10-2016-0111397

UViist Apax = 704 nm.

Al 13

OH
o
13

F704) 1329 H4
O\/%\
;:; OH
n
NC CN
n~13

21 me] ¥ DMNF 5 1 g (5.77 mmol) 3-HEREZY .3 (6.3 mmol) =222 E 600 2L 4.79 g
(34.7 mmol) ebEol &8s 20 Coﬂ/ﬂ 22A13F st mEkElith.  AdRb "k Dol Z1AlE nke} o] A E
AAsHTh. S 3.32 g = AAE, AL W A4,

w}w

Zn

ﬁNm(wUQ:6:235@;mL 3.6 - 3.77 (m; B& ZF92 0CHy), 3.94 2 4.3 (m; Z7 2H, OCHy),
7.33 (m; 2H, o}FH-H); 7.65 (m; ©}=H-H) ppnm.
oled ZezAlold F A 139 A4

3.2 g (4.4 mmol) TZFA| 13a, 0.15 g (1.1 mmol) ¥3}o}d 2 0.67 g (4.4 mmol) DBUZS 20 ml 1-FNEHE Fof
HEAIZT,  Hbg EFES 1247 B¢ 135CE bl ojojA whE EES 0T Wsta dwk A
2k 2)0l whe} 32 skt

TE 3.9 g, @A L

e

AAd 14
O. CH,
o
o 17
Hee” o} NN A
17
N—~Zn—N
N
N
z o CHy
\/%\O/
0. 17
Hac”” o

Z7HA) 1429 4

é ?{}c) CH
\/%\O/
n
NC CN

n~17
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[0404]

[0405]

[0406]

[0407]

[0408]

[0409]

[0410]

[0411]

[0412]

[0413]

[0414]

[0415]

[0416]

[0417]

[0418]

[0419]

ZIHSd 10-2016-0111397

21 Mo 5+ DWF 5 1 g (5.77 mmol) -HEEZZEZUEZ 4.98 g (6.35 mmol) ZF22 A 760EFE % 4.79 g
(34.7 mmol) EHAFZ-FS &HS 20CoA 96417 Bk kA, vk A} Dol 7]AE wie} o] FAEE
AASATE. FE 4.1 g 2 APE, IS W A,

HNR (CDCl3): & = 3.37 (s; OCHy), 3.6 = 3.7 (m; ¥ ZFd= 0CHy), 3.6; 3.8; 3.92; 4.32 (m; &2
2H, OCH,), 7.35 (m; 2H, o}FZ-H); 7.65 (m; ©}F=-H) ppm.

olol Zetz Aol ST 149 A

4.19 g (4.7 mmol) A 14a, 0.15 g (1.17 mmol) A3}otd 2 0.67 g (4.4 mmol) DBUE 20 m¢ 1-HAE-S
of HEAATE. W EFES 1247 B 135CTE 7HEekgitl. oojA Wb EFES 0CE Wsta o
Z|

4 2)o] W FA2 890

'z oy

FE2.21 g, ¥ &

(A

UVyist Apax = 704 nm.

AAe 15

CE?

$/\ 23
(®]
23

7+ 1529 34

o\/%\
OH
n
NC CN

n~23

vnkm

Zn

21 me] F5+ DMF = 1 g (5.77 mmol) 3-HERZTERUEZ 23.8¢ (23.1 mmol) ZF&E E 1000 & 4.79 g
(34.7 mmol) BHAFZ-FS] &dE 20Tl A 24417 FQF utsldct,  Ank A3} 1) 7|8 wpe} o] A E
AAIBHATE. 8 12.5 ¢ = ARE, 3 1A

1H NMR (CDCls): & = 2.25 (s; OCHs), 3.55 - 3.8 (m; ©2 ZF2& O0CHy), 3.94 ¥ 4.31 (m; &7 2H,
OCHy), 7.36 (m; 2H, o}F=-H); 7.66 (m; o}=-H) ppm.

old TEZAjold {FEA4 159 FA:

12.5 g 2 (3= &4 6.5 g, 5.77 mmol) Z7HA| 15a, 0.2 g (1.4 mmol) A3}old = 0.88 g (5.77 mmol) DBU
Z 20 m 1-9gke Fo AEAAY. g EFES 1243 B 135TE 7FEsT. oo wrg EFES
0CE YZsta At A=} 2)o wal 3125kt

TED12.2 ¢ = AdE, A o

UViis: Apax = 704 nm.
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[0421]

[0422]

[0423]

[0424]

[0425]

[0426]

[0427]

[0428]

[0429]

[0430]

[0431]

[0432]

[0433]
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A 16

O CHj
\/%\O/
(o] N Y N
23 N
=T
N—=2Zn—N
—
N
Nz
o
H,C” ‘{\/\o

N
23

H,c”

[e) CH,
O/

23

Z7H4) 1622 A4

° CH
\/%\O/

n
NC CN

n~23
21 me F= DNF 5 1 g (5.77 mmol) 3-UERZERZUEZ 6.68 g (6.35 mmol) =T A 1020 E 2 4.79
g (34.7 mmol) BRAFZAFES §dE 20T 3Y &t wwkslivt. Ayt dxf Dol 71AE vpep Zo] A E

AAEAT. & 7.15 ¢ = AAE, F A,

HONR (CDCL): 6 = 3.36 (s; OCH), 3.5 - 3.7 (m; BE Z2% OCl), 3.52, 3.75, 3.9, 4.3 (m; 77}
2H, OCHy), 7.35 (m; 2H, o}&-H): 7.64 (m; o}=-H) ppm.

otld TaR Aol {F=A 169 FA:

7.15 g = (s &4

6. A 16a, 0.2 g (1.47 mmol) 93fo}d 2 0.88 g (5.86 mmol)
DBUZS 20 m 1-¥MEre = <

FHES 1247 B¢ 135CE 7FEetdet. ololA whg EEE

UViist Apax = 703 nm.

AAd 17

Ty
Al

F2A 17a9] 4

0. CH

%\O/
n

NC CN

Hj
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[0435]

[0436]

[0437]

[0438]

[0439]

[0440]

[0441]

[0442]

[0443]

[0444]

[0445]

[0446]

[0447]

[0448]
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21 e ¥4 DNF = 1 g (5.77 mmol) 3-UERZIZEZUEZ 13,17 g (6.35 mmol) =F7]2 A 2010 E & 4.79
g (34.7 mmol) EAFZ-FES 8L 20TolA 62 w¢t waraldt, Ak Azl Dol 7|48 upel go] FA S
AAEGT. 8 13,13 g & AAE, 3 314,

X

' NMR (CDC13): = 3.39 (s; OCH3), 3.5 - 3.85 (m; W& &5+ 0CHy), 3.92 % 4.3 (m; ZH7F 2H, OCHy),

s
7.37 (m; 2H, o}=-H); 7.65 (m; o}H-H) ppm.
ofd TR Aol FEA 179 T4
13.13 g * (?;5}
DBUE 20 m{ 1-ZNEhe
= 20TE ¥AsglY. 75E AL
tZz2ugo A

]
oX,
—_
A}
a1
B~
™ oq
a1
oo
3
=
E]
o
—
of
)
)
—_
3
QJ
O
N)
0Q
—
-
,p
=
=
E]
o
N—
ja1°
(o3
-
9
g
(e
[0)¢]
©
0Q
—
(@)
o
N
=
E]
(e}
~—

Sol @EAAT. We EREE 1247 FF 15T 7} stlek. olofAl ke EfE
= @3k 100 me ekl FoAnk. = AEES whek S 50 me

il
ofo
o
>,
N
=
2L

FE12.0 g, @A 2.
UWeis: Apax = 704 nm.

Ao 18

o

C/
~=
©E§~—zn—~¢©
—
CH,
o~
H,C” \f/\ 68

Z7H4) 1822 &4

0. CH

v\}o/
n

NC CN

n~ 68

H

42 mee ¥ DNF % 1g (5.77 mol) 3-UERIGRYED 19.72 g (6.5 mol) EF2& A 3010 E 2 4.79
g (34.7 mmol) %J%%A % i ocoﬂ*ﬁ 74 J ankeigik.  dnk Aap Dol 71 niek o] FAHE
AAEGT. FE8: 18.9 g & AAE, WA G4,

HONR (CDCLy): 6 = 3.40 (s; OCHy), 3.4 - 3.8 (m; B& ZFe& OCH), 3.88 2 4.20 (m; 7}z 2H, OCH.),
7.35 (m; 2H, oFE-H); 7.61 (m; oFE-H) ppm.

ofd xgrzAlohd A 189 -

4 g, 5.87 mmol) F7+A| 18a, 0.2 g (1.47 mmol) 3}o}d % 0.89 g (5.87 mmol)
DBU 20 mé 1 AekS Fol dgAHT. vk EFES 12417 B9 135CTE 7FE&dtt.  olojM Whg TIE
S 20CE Y43t 2 1A v EFES AA A 179 71" Zapel wel A glsksit).

g 18 g 2 AAE, A 09
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[0449]

[0450]

[0451]

[0452]

[0453]

[0454]

[0455]
[0456]

[0457]

[0458]

[0459]

[0460]
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A 19

NN e
HC/\/\/\/\/\
N N e e
HC/\/\/\/\/\

2.9 g (10 mmol) 2] AAld] 22FEe T4 T2 YEZ {24 2a5 10 m¢ 1-AE-E Fo gAY, it
stell Z1eja A —‘?‘ 7] 3k, 1.52 g (1.46 m¢, 10 mmol) DBU 2 0.4 g (3 mmol) ¥ ArdsietsnHe d
74skgitk.  olojA whg EIHE-S 24AIZF FoF FFAZ|AL, 20CE WYzbeta dxb 2)e Z1AE upel o] I

e
e AR A 1A
UVVis : de = 670 nm.

AAd 20

N TN\ O\/\o/\/o

N
N NN N 8

0.7 g (2.4 mmol)e] AAN¢ 28R =714 2a, 0.31 g (2.4 mmol) THEYEH, 0.16 g (1.2 mmol) Z
0.73 g (4.8 mmol) DBUZS 12 m¢ 1-FetE Fo] HeEA AT, oty ¥ 325 135CE 719 }1 o] Lo
A 1241 B AAIAIFTE. NS EFES 20CE W4t 84 AAPES st 1 AF FoA A
A F T

& 0.7 g AAE W-54 314,

vais: Apax = 686 nm.

g AAld

G EAS Hrlsly] 8 A9d AR A= (3} CFT C-BC03, #F $13h(Empa)167, #3] WFK 10K, #3] CFT
C-BC0Z, #= 92l A94114)S Y e ~E(Linitest) oA FEme] &4 2 FA|stel AAZ MErgt & Fo] &
EH07 wEIART. AlE 220 39 AlE, 0.2g AlAl ECE77 w/o 33t Al gl5te] H]& 13:1 (100 ml
2]501), 15 min, 30C, 10.0g MWAAE WHE AEXX~(renforce) 1-3005, 2.5¢ A= HEo|Ar}, A3 3}
FES IR AAZA Al ArketArh. A AlE AlelZ F AEE ¥ 30TIA 200nL ER AT,

dAsgich. FEHNeR, 7 Aol Zel glolA ABE ololA AAl HAel T & FEielA 120
—5‘:71} 100§ Bl28l B (~17000Luxe] Aol® F FE2 zh= ol-3-9-2 A ZE WA A8, ZAEo 9|4
BEFHZE (Voltcraft) MS1300 tyXE H2 ng=z =AHE)o| =EAHL. FE=vje g3= 449] NER
Aol =Fd 7 Ao A4 nlae] o3 e A=
A A

i
4
o g
=
Rui

L
i
m{

o] EA 2 RAste] AEE AR (FAE =W *
zZtzte] Wt 29ERS FzPgoRA Y PR F AT, LB FEE F xF AD 9 AolF £F F
M w AgHer gasdY. 8% R WA A A 9 2t $454 abo]F Fol dlo]E Al (Datacolor)
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WAL B e SES00e] els) 7171® Wrhsgleh. 7 A%E e gold AE FlA vl W S

N
Ri, FHEHo R FEH BEX FHAS Yl HhA} ElolE 2 EE Y WE gk Bvk olug La b Ao wE=
A& friestqltt. dHlolHE AAY gto® ‘/}E]rM-L oA ME W H AE/ 2 T 4 dF o] A7y
=g WMo FEHEAT. e, FFuo doje] A glo] HiE MY Bl W] A mX= 394

l d
= TR, webd, 7 A5 vxE Wages 39 35 glef] flE, A AVl
el e e At AaeA, A= Fo 9 A Hl7p oAl Zhsaivh. wEA <l
A At EH5P°4 5P71E Frdo (Fhol =5 o 2 29 a3 Boldn. A& A7 s 96

[0461] X 1: 33] A Alo]E & A w1679 m]X= FEW 53
2t A5 167
AAd HE AAY
1 7.5
2 6.8
3 48
4 4.8
6 36
2 22
10 41
1 3.4
12 25
13 4.7
14 4.1
[0462]
[0463] ¥ 2: 33 ME Ao]F 3 AY wik 10K "R FEY &3}
A3 WFK 10K
AAd HE AAY
2 2.0
8 2.1
20 3.7
[0464]
[0465] ¥ 3: 33] Al Ale]E ¥ Ay CFT C-BC-020] WX+ FxwW &3}
#5] CFT C-BC-02
AN HE AAY
““““ o 87
2 3.6
3 3.0
7 3.1
8 27
9 23
10 3.9
20 2.2
[0466]
[0467] X 40 33 MY Alo]E F H= o A3 1140 H A& FxY a3
g = 9ol 93 114
AN d s AAY
1 2.7“,
2 3.1
4 24
5 35
8 4.0
9 2.7
10 ‘ 7.0
S
[0468]
[0469] AE d=4
[0470] kAl Alg WO EA, 0.5g9 AT A AEE AAE 2AH 10g 9AE dx2~ 1-30056 AL (A2 F
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84 49 9

AE
0.71
0.80
0.79
0.79
o2

0.89
0.85
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I Zoket: 3H Mg, 0.2g AlAl ECE77 w/o 33 SwiAl, #]5o] ®¥]& 13:1 (100 m¢ @),

o
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4xd
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17

gael AE A2 F 57

Alg 218
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_36_
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3+ AE

0.44
0.90
0.82
0.35
0.74
0.63
0.55
0.41
0.47
0.42
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=
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123
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