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skl s

Aol AL BgFe] o niE UEL SAol= aFe) EAE 4T & Ak 2FAEFL DI A7
b Az Felo] Wek A VERTEX 70904 HSEch 2#ERS 2 o) AAER 4000m 7 400em Aol
oA 323 ~7jlor F5HETE. AZS KBr AR JHE Axdd. A7) FEFe g BHiE UEH S}
ol= 5 1E- 2205em o 9] Wl=o] ola] AT,

Az wAgel o3 BAL AARF olest REOI/ESDY 93 HY FHoz Syt 3] BAL
Bruker HCT 34 (£% 600ul/min, 57 714 <42 10psi, ¥%7] 7149

adEgE YELD Sapole sgtEe] Beke) P NR B4 o3 s
¥ BBIz-grad 5m7} =% BRUKER 500 Mz 2370l =gk, A=y |
9 zbzke] B5 Apolo] 329 HbE A AL ARGITE, WIS FHEL(CS) THEsET. F5astE At F

ZAA(CDye) 100p07F A AT E 98] H7pEc).
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[0152]

[0153]

[0154]

[0155]

[0156]

[0157]

[0158]

[0159]
[0160]

[0161]
[0162]

[0163]

[0164]

[0165]

[0166]

ZIHSd 10-2013-0041201

-

HNR 2HE-HE §= 3.1 X 3.8ppme| 337 o]Fo|A e} CHN 2 CHO GRS EA AZES Z
Ao A7 agzgdy YEH Salols T ES Asie 4 v,
9D H-C HSQC MR ~HEZL, wa 2 x 92459 854 ol ola, 7] Hxgw wele] AL

= e
A5 & 3

AAld 1: 2,4,6-Eed-3-(2-(2-Fao|v|gEed-1-W)AFANYEZ SAto]=e] TfXH 2|3k SBRY| 7
=

1.1 - AAY A=
a) 1-(2-3'-UEISA WA E-1'-SAD) ) o] v E e d-2-29] Ax

of HFEL 7] P WeEel mel sol=E A Lol kR E WAELRY Axd 5+ ot

O, H
OxH (\NH
/ O/\/ W{
TiCl; MeOCHCI,
—_— MeONa o]
OH

CH,Ch Eaq

NH,OH
EtCH

o N\ H
Il
NaOCl
a I/\NH
l/\ CH,Cly /\/N
NH
N
o N j{
o

o=

o] 3}gES T [#ZE: Yakubov, A. P.; Tsyganov, D. V.; Belen'kii, L. I.; Krayushkin, M. M.; Bulletin
of the Academy of Sciences of the USSR, Division of Chemical Science (English Translation); vol. 40;
nb. 7.2; (1991); p. 1427-1432; Izvestiya Akademii Nauk SSSR, Seriya Khimicheskaya; nb. 7; (1991); p
1609-16151° 7]=® A wet =52 5 Qv

o) 1-(2-g22dg)omtEId-2-29 Az

O

o A
\\/NH

o] WAHEL EF[F%: Nagarajan K., Arya V. P., Shah R. K.; Indian Journal of Chemistry, Section B:
Organic Chemistry Including Medicinal Chemistry; 21; 10; 1982; 928-940]¢l 7]&% o] At}.

U2 e (250me) <9 1-(2-sto]=FA ol &) onth& 2] d-2-2(50.0g, 0.39mol)e] &-o] Elod Z=e}o]
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[0167]

[0168]

[0169]

[0170]

[0171]

[0172]

[0173]

[0174]
[0175]

[0176]

SIHE S 10-2013-0041201
Z(34ml, 0.47mol)E 2ol 358 A Hrisitt. H7F 44, 7] 9 ofjde] 2= 35Te|th. A7)
S wjd S 35 WA 40Ce ZolA 2.5 &t X217, sl S (Ts 35C, 15 WA 17mbar)Al

1 %, 2 Q4B FE5AGETY). o £ AREL AET Af ouze] EFEaRE ARG (A
E 950m¢ 2 A olHlZ 820meel]l thal 35g, -24TolA 10 WA 1543t ]
2(28) don)= AAT TS, ALolA glgstel 10 YA 1547 5

93Ce &3S zt= WA 1A(33.3g, & 66%)7F F5E.

H 2 "CNMR Bl ofel 3 19 AA =T

i
1
N
G
2—3
F 1
A=t |8'H (ppm) + THEA |8 °C (ppm)
1 - 162.1
2 317 (1) 375
3 333 () 447
7 3.29 (1) 45.0
5 3.62 (1) 2.4
ALEE g DMSO - H94 < 2.44ppm, CJ 345 39.5ppmell A DMSO Al ol o3k 1A

d) 2,4,6-EZrd-3-(2-(2-&2ovgZdd-1-d) A FAD A= H 3| =9 A=

Hek2(60m) F UEHF(1.63g, 0.07Imol)e] &Nd, F4 EFA(300ml) F9] 3-3lo]=FHA 2|
29493 =(11.90g, 0.073mol)E A7ttty A7) E3HES FFstel 71Es vs, 47 Waess S/FAY
(FRE FH EE9 &4 80 WA 90me). 80 WA 90CTE JEAIZ 3, (2-F22od)oln =
(10.45g, 0.070mol)& 7] Hbg ufde] stAde] H7psoh, 7AZE 5 EFshel 7Fdsk &, A7) 7
oFatoll  ZWAINH(Tagan 50°C, 26mbar). TEEEZHEH(150m) 2 Z30m)S A7 £5% EFEd
A7k, ololA, A7) H7] S B(20m)E 23] AHITE. NaS0,E AXA7 F
¢tatoll SHAIZITHTs 35T, 33mbar). A4 oEHZ(33] 50m) ¥ E6G0m)S 7] 59 E3E(24g)o M7t
3ta, 58 AAS odfsta, Dy YA E(15m) 2 A o HZ(23] 15m)E A H st}
E Z9] 4% NaOH £ (33 60ml) o= AN H3te] tha] A A 3k
*ﬁ dEo] Af JduUzzEY HddEg. 7] JAE gFsia,
71t}

139C9 §4S z2te WA 34 (8.55g, & 44%)7F F5HT}.

i
M
ki
i
£
il
B

I3 (1H HR) .
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[0179]

[0180]

[0181]

[0182]

[0183]

[0184]
[0185]

[0186]

[0187]

2 UC MR oS o & 20 AA L},

=

HN/ \?l/s\@/ \14 \ﬁ3/ <0
Nt e T
#£ 2
A= |8'H (ppm) + TH A |8 °C (ppm)
1 - 163.1
2 ~474(s) -
3 3.40 () 38.1
3 3.65 (1) 468
5 352 (1) 439
6 3.79() 713
7 - 153.9
8 - *
9 2.23/2.46 (s) 16.5/19.8
10 6.84 131.7
11 - *
12 2237246 (5 16.5/19.8
13 - *®
14 [~1046(5) 193.0
15 - *
16 246 (3) 2.1
* 131.4/133.5/136.6/136.7ppm: W3 9] "C o o 58t o
ALHA ok
AHEEL gl CDCL; - Hel - 7.2ppm, O] A 77ppnol N FREEE A

e) 2,4,6-EgvE-3-(2-(2-%

(I)H
Ny M

I/\NH
o~
o

45C9 exm SxA7) oe
=(7.90g, 0.029mol)e] &M,

74}, o]ofA],
of ZLAIZITH(T 37°C, 35mbar).

Fetar, Mg o e 2(23] 20m) 2 A H s

S(70ml) 9 2,4,6-E¢HdE

W A (7.82g, & 94%)7F F5E T

_19_

47] vk miAe 50T 55T Abole] 2mo| A 2,543k

Al o HEZBm)E A7 F5E 2 A=

71 z3to] 84%E ZHITH UM A 16%= 53] Tmol%e] EtOHE

o

aolugEd-1-A)dSA) M= L H 3 = S A=

RRA

xgsk

351 10-2013-0041201

-3 (2-(2-% 0] V| B} B 2] ©-1-9) o B A )l = b
SN (10n) 5o o] = lobyl 912,835, 0.043n0l,
o} sk,

Arhae,
LA B9k 15 DA 2043F 5

5'6‘50%)2 X\:'l]
/517]_9_ = Log

o AxAY

o).



[0188]

[0189]

[0190]

[0191]

[0192]

[0193]
[0194]

[0195]

ZIHSdl 10-2013-0041201

5
e SN e \T¢ \ITS/ N5
N, 4 8 11
i o X7 Nz

X3

42 |8'H (ppm) + T4l |3 PC (ppm)
1 - 162.0
2 ~6.30(s) -

3 3.19(t) 371
4 3.44(Y) 455
5 3.34(1) 432
6 3.69 (1) 703
7 - 1535
8 - *

9 2.14 (s) 15.4
10 - 130.5
11 - *

12 218 (s) 19.9
13 *

14 ~8.20 (s) 1474
15 ~11.10(s) R

16 - *

17 217 (s) 12.9

*129.3/129.5/131.9 ppm: 3= o] BC o] 8 o] 5L AL HA ¥,
3708 AE7E AEDohelrlz dlube] BU g AE ol 2 9] '),

AbgE Sul: DNSO - HO) A9 2. 44ppm, Beel A% 39, Sppmol] A DMSO A1 &0l thak BHA

f) 2 2o BE 3L 2,4,6-28-3-(2-(2- S 20| HEY B-1- D) SADUED bl =] A=

2T eroA, fFE2dE(250m) Fo A7) AxH A ﬁoﬂ(es 00g, 0.02Imol)ol] NaOCl &N (&4 A
4%, 52m)& 5 WA 7E HAA Hristch. ] whg wlEe 25FE 0T9 4T AR)Z FAAIZITE, o]oj A,
F7] Wb miAS 0TC9F 5T Alole] 2XolA 3AIZE &< ﬂﬂJJﬂr. olofA, AV F7] A4S EHAIAL. A

w4 e dEmedRes m0ew 2Rt A7 57 48 9 08 B2 20 A4,
Na,SO, = AZAT, fujo] £238 7489 Z3(Ty 22T, 220mbar)ell &) 50 WA 60me7Fx ZF2AZIT),
olojA], A5 O]]EﬂE(75mﬂ)vE— Arvstar, A7) €98 -18TolA 10 WA 1541 H¢F Eof. &
Zatar, o oM HIE/A R ofHE EFHE(1/2)(10m)E M Ak, npxgro R A2 o7
15417 59k XA JE}.

[t

e

%]!

o|

J

1

O

=y
O
o

A

i

156 T §HE e A 14 (4.70g, & 79%)7F =S5H}.
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[0196]

[0197]

[0198]

[0199]

[0200]

[0201]

[0202]
[0203]

[0204]

[0205]

[0206]

[0207]

ZIHSd 10-2013-0041201

2ol 8592 2at(H NIR).

2 e NIR Bl ol E 4o AA L},

% i
1 (o]
N \N/ \6/0\748\10/1§\N/
2\ 4’ { 12
2 167 g7 Nz

£ 4

A2 {8 H (ppm) + TF541 |6 C (ppm)

oL PEREY X
A&HA Be

2 ~4.59 (s) -

3 3.41 (1) 383

4 3.64 (1) 47.0

5 3.51 (1) 44.1

6 3.79 (t) 715

7 - 153.6

8 - 134.4/137.3%

9 2.32 (s) 148

10 - 112.8
EESE ae,

o A&HA Fe

12 - 134.4/137.3*

13 [231(s) 20.2

14 [6.85(s) 130.3

15 - 134.4/137.3*

16 |220(s) 16.4

*WEEE A g 122 15 AL H R =) 2719 43571 BC NMR o
o8] A2 3, olvlE T YT A5 otfol] == 2719 BAT EAT

5 18 C=N—-0= 2295m oA E4 IR WMEE Ui

>~

Few gl CDCLy - He] A 7.2ppm, €O A 77ppnol A FREIEAEC gF B4

1.2 - HAA =29 SBRe]l st MDA aef>xH

A F5H MEATE AR

86mol%e] NMR <EE  zZH:= 2.4,6-EfWE-3-(2-(2-S2ontEg d-1-Y) o EA]) QEEA}O]C(Z 72g,
9.4mmol)E, 9% 7171(30CAA Y ¥ =)ol A SBR(AE A 2654 L Reir)el-1,2 W49 2455242 353}
I, Mn& 162,900g/mol ©] 1.150]th) 30gell EJA|ZIcE. A7) EES 153 B3R :.ngs,}ahﬂr

F7] &3 @Alol o], = 10barolA] ZH 2o A L] & AHEE T

4] A2 2HelAe A% A R EEE 2FHAT

S
s
o

1 — — = = —
HNR 240 o8] iZge] 23 2 aaxge] 2 582 543 5 A9x, ol okd Eel 7]
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[0208]

[0209]

[0210]

[0211]

[0212]

[0213]

[0214]

[0215]

[0216]

[0217]

[0218]

[0219]

[0220]
[0221]

[0222]

[0223]

ZIHSd 10-2013-0041201

5
A1zt T® NMR #H ¥ (mol%) F
5 110 1.55 90%
108 110 1.55 90%
55 150°C 1.55 90%
10 ¥ 150°C 1.54 90%

1.3 - g F A2 SBRe o3t HEAS aY=H

SBR(~=H & 26539 2 FEitd-1,2 &9 245392 3HFalal, Mne 162,900g/molo] il VpE 1.150]th) 2gS
tZ =2 2 50ml |- ollo |3 Al 71T, =2 e 5mé 9]
2,4,6-EgWE-3-(2-(2-F Lo nthZd-1-) A EADYUEZ SAlo]= 60mg(0.2mol) 2] |NE& 7] FTA
folo] H7sta, A7) g A S gF2a2vee] 7 2o 24A7F Fob wvkdic),

ojojA, 7] FFAE oME/HEE EFE FAA SHAT. V] FFAE 7o &IAI v
4,4 - EA-0] ~-2 6-3F-FEHE 0.2phr D N-(1,3-tw&Fe)-N'-s|d-p-Fd A t]o}ql 0.2phrs H7}eke]
AHEAA e s gt A7) SFAS 60TAA 48A1F Bt 21E xR AITIT

A7l THATE mol%e] Foz= MAHNTE AL BT, o= 67 adZ" = &

rlo

1

H NMR &4
A3},
AAY 2: 2,4,6-EFHE-3-(2-(2-&2o|udZEgd-1-W) I EADUET 2Aloj=e] Xy 93 Zgols
ZHe AAzAe A

2.1 - Z |4 Natsyn 2200(Z°]°](Goodyear))ol thd /MAA o] X E

AAle] 1ol FEEE A Fde MAATE AT 86mol%e] MR +EE 2zt 2,4,6-EHE-3-(2-(2-%
ZouttEEd-1-) A FAHHEZ SAlo]= 2.85g5 HAEH 717]1(30TCeA e &F )eA Fejo]ixd
Natsyn 2200([ML(1+4) 100C = 79, 3,4 ©] = 0.5%, E&x 1,4 &9 = 1.9%, A= 1,4 &S] = 97.6%, My =
1044.10°g/mol, Vp = 3.6]) 30go] EGATE. 7] EFEL 158 Srtz FAset.

7] &9 dAlel eolof, k¥ 10baroll A Z#zeA el A AHEE a3t

71 A2 zEo]A 9] A& AZF g 2EE 2EEIT.

HONR 24l ofs pelmee) B @ adi=ye] B Fes 4T £ YA, ol o Fel =Hck:

£ 6
Alzh T° NMR @2 (mol%) &
5% 130 1.52 88%
10 3 130 1.55 90%
5% 150 1.54 90%
10 % 150 1.58 92%

A 3: 3-HIFA-4-[2-2-F 20| v|HEP-1-) A FA [NEHEY FAlo|=e] TR 2|3k SBRY| 712

1.1 - AAAY Az
2) 315 A~4-[2-(2-§ 20| FITHE Y B-1- )] 54 |ZUED SAfo]=9) Az

[e)

HN)kN/\/O
\ -
N
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[0224]

[0225]

[0226]

[0227]
[0228]

[0229]

[0230]

[0231]
[0232]

[0233]

[0234]

[0235]

[0236]

[0237]

ZIHSd 10-2013-0041201

of gL 7] WA weEel W vde % -FrnddendEEo e Axd & Aok

o
CH
o S o} J(
/tk o \'/’[\ow \/\N N
Cl °
\/\NL/NH - \\/
OMe
A= A K,CO, DMF |
A= B:MeONa, Bl O
A= C: DIAD, PPh,, THF l NH.OH. EtOH
LOH,
° o)
0.
O\/\N/( Naoci \/\N//<
NH N
\\/ CH,Cl, \\/
e OMe OMe
o N
HO/

b) 3T B Al-4-[2-(2-§ Aol H| hE R B-1- ) A A M= LIS =9 AZ
O\/\N%NH
(@ L/
| OMe

DMF(200me) 9] wF<d#(30.0g, 0.197mol) 2 K,C03(95.4g, 0.690mol)e] &HEFNS 50Co|A 158 F<t
7kdsit}. o] e DNF(30me) ¢ 1-(2-F 22 8)o]n| e d-2-2(44.0g, 0.296mol, <%= > 90%)(°]
o Az AAd 19 7]EHA IS BEoR HIFETE, AV whg wjEdE 90C(Te) 2 7FEsta, o] 2%
5 oF A FL FAAZG. 7] vkS wjds A2o] HA § o, 5(1.250)S #HUMso AV A E
S CHCl(400me, 43] 100ml)Z FZ=3ch. 343k F7] A4S E060m)Z2 AFHsa A sFAZthH(14mbar,
A7) & RES AAFES Et,0(100m) 2 8|A s, A7) dgds A2oA 15 UX] 208 &< uukeic},

)
FEH JHE AFsta, Et,0(33] 15m0) =2 M Hsta, Ao A Hdx=AIZIT.
130C9 48 z2= 1A(31.2¢2, & 60%)7F S5},

S 9292 233 T(H NR).

CH,0H(60m¢) +°] YEHF(1.51g, 0.066mol)o] &Hel, ¥4 FFU(250me) F¢] v (10.0g, 0.066mol)& =

WS wWiES B B9UleA skl tde v, AR AEES SHAZT. 80 WAl 90
T2 3JAN7 F, EFAG0m) 2 1-(2-FzzdE)outhEa]d-2-2(9.28g, 0.064mol, <= > 95%)¢] &
Etol s 7] wkg wide AWl Hrshth.  WhS 25A17F F A wkg WA gtabel] HHAICH(Ts
50C, 30mbar). A7) & W& AHES CHCL,(150m0)0] F5A10,  vlukS wpd @S 7% NaOH <=-89(53] 30

m) o2 FE3fo] AAGTE. Fhek f{7] A4S 2(43] 50ml) 2 AFHSEIL, NaS0,E dEAI7)aL, FFekstel] S

=3

0

ZItH(Ts 27T, 20mbar). 7] & W8 AAE(4.81g)S MH oNHZ9} EtOAce] E¢ER F45ta, 58
e oJ7gie,

127C9 §HE z= 14(0.91g, & 6%)7F 5.

2 2w 81%2 273aCH MR).

WA gke-S 93 AL oE 5 E3[FZE: Mitsunobu, 0.; Yamada, Y. Bull. Chem. Soc. Japan 1967,
40, 2380-2382, The Use of Diethyl Azodicarboxylate and Triphenylphosphine in Synthesis and
Transformation of Natural Products Mitsunobu, O. Synthesis 1981, 1-28, &3] EP A]1149092 B13Z., 2003]9
7]1=Hol A
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[0238]

[0239]

[0240]

[0241]

[0242]

[0243]

[0244]

[0245]

[0246]

[0247]

[0248]

ZIHSd 10-2013-0041201

2TCoA F4= THF(300m¢) 9] vPd#(5.02g, 0.033mol), FF 1-(2-3lo]|==A)og)o|u|t}Ze] Y-2-2(6.38¢g,
0.049mol, Aldrich) % PPh3(13.1g, 0.050mol)2] &el, F4= THF(150ml) 9] To|AXZH olzr]FHgAd e o]
E(10.1g, 0.050mol, Aldrich)e] &8 2040 2 A7istct. 7] wbs midS A-2o)A 14A]3F &<t uyt
g the E(150m0) = s|Agtt. A7) wkE mlAS st sFAIZItH(45mbar, Te 28TC). AV A4 GE
S S NaCl ¥3} g0z Az thg, 150me] &do] FEHE=
o] 2 Wkg ARES A F2eEIYI(Si0,, €24 10 EtOAc, &2A

N,
0%
[o
=
)

EtOAc(33] 200m¢) = F=3hch, ek
skl sEAZG. AV &9 F

2t EtOAc/EtOH = 4/1, EtOAc:EtOH = 5:1 59 7] A=) Rf 0.36, PhyPOS] Rf 0.71) & AT,

2z 7
AR NS ['H T s (ppm) |BC o UF S (ppm)
1 9.78 191.1
2 / 129.6
3 734 109.6
4 7.48 125.6
5 7.14 112.0
6 / 148.9
7 / 152.9
8 3.78 55.4
9 411 67.3
10 3.42 455
11 3.38 423
12 3.16 372
13 6.33 /
14 / 161.9

AREE G0l DNSO - He| 7 2.44ppm, €] 79 39.5ppmol A DMSO Al&o] e w4
&) 3AFA--[2-(2- & 2ol FE A B-1-) A SA A=A S = G4 Az

| OMe
N

HO/

52°Coll Al EtOH(250me) 9] 3-WEAl-4-[2-(2-FAolnthEd d-1-d) A FA] Wl 2L H 8] =(25.6g, 0.097mol) <]
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[0249]

[0250]

[0251]

[0252]

[0253]

[0254]

[0255]

[0256]
[0257]

ZIHSd 10-2013-0041201

o] EtOH(ZOmJ&) o] spo|==20pl (10 2¢. 0.155mol, = 2 50%, Aldrich)e] 89S Arlaich,  o]ojA],
A7) dke oA S 50T 60C Alole]l 2ol 4,547 FeF nwkdith,  olojA | Ay whE wjAL 7St
%f’\]ﬁ Te= 42°C, 60mbar) 70 WA SOmEJ FRES F5IY. 59 JAAS Aqgysta, EtOH/E TFE(2
3 5m/15m0) = AR star, ALo|A] tir]elste] AzAZITH
180T §H L 2t WA TA(22. U, FE 8207 S5
2 2w g% Z7ahCH MR).
HgCNR 2
¥ 8
AR UE ['H AT s (ppm) |C o T 6 (ppm)

1 6.30 /

2 3.16 37.1

3 3.35 42.4

4 / 161.9

5 3.42 454

6 4.00 67.0

7 / 148.5

8 / 148.9

9 6.93 112.8

10 7.15 108.6

11 7.01 119.9

12 3.72 55.2

13 / 1259

14 7.98 147.5

15 10.92 /

AREE gl DMSO - He] 7

d) 3-H&

o]
/E:[o\/\NJ(
\\/NH
. OMe
/N/

-3TCelA CH,C15(950me)

0.078mol)<] dedo, &
o, A7 wg widE 0

N-4-[2-(2-%&

45 2. 4dppm, CO) A5

Aol o] thEE A-1-2) | B4 14

Tl A 202 &<+ ankghe},

39.5ppmell 4] DMSO AlZ ol that BA

ZYEY SAlo|= Az

9 3-HlEA-4-[2-(2-S Aol u TS d-1-) o EA [l = U E s = $A1(21.7g,
%9] NaOCl 48N (Aldrich, &4 94 > 4%)(161m0)S 10%o] A =7}ac}h, o)

A7 71 e AT, 47 4 23S CHCla(48]

100m) 2 &3, &3k F7) AS 5(33) 100ml) 2 M AL, Na,S0.2 AFAZ thE 200 WA 220me7HA]
st AN Te 22C). F58 JAAS o7z, CHLCl,(238] 10m) = AlFsta, 2204 di7]gstel
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ZIHSd 10-2013-0041201

AzANY
[0258] Wafloll o8, 109 WA 111Te] §HS b= A(9.13g, 5 420)7F 5%,
[0259]
[0260]
[0261]
F9
A5 |'H 35 (ppm) |“C o HE 5 (ppm)
1 / 163.5
2 6.31 /
3 3.15 37.2
4 3.35 42.3
5 3.40 454
6 4.04 67.1
7 / 150.4
8 / 148.4
9 3.73 55.6
10 7.03 113.0
11 7.25 125.8
12 7.32 115.2
13 / 106.2
14 / Holx &&
[0262]
[0263] AREE S0l DNSO - He| 7 2.44ppm, €] 79 39.5ppmol A DMSO Al&e] ek wA
[0264] o)X &l (KBr ¥H)
[0265] vem ): 2305 (#57] Ar-C=N—0)
[0266] A% B394 9% g9l
[0267] C13H15N30/1, Mw= 27727g/m01
[0268] AMZo AL o]£3} B =(DI/ESI)E A&l Ao B30 A wydto s A1),
[0269] AMIZo) A %:
[0270] AME oF 20mgS WvhE 25meell &8 AIX] th&, DI/ESI 415 9fall 1/100% 3]4&}3ith
[0271] ZIAEH B
[0272] w/z: 300 ([[M+Nal'), 577 ([24+Nal")
[0273] 1.2 - #AZA9] SBRol uist 7|AA ] = E
[0274] HelA 5= MEAZE AFEHT
[0275] 9mol%e] NMR +EE ZtE  3-HIEA4-[2-C-FAoHgEEd-1-d)d EA JHMEUE"  SA}o]=(1.24g,
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[0276]

[0277]
[0278]
[0279]

[0280]

[0281]
[0282]

[0283]
[0284]

[0285]
[0286]

[0287]

[0288]

ZIHSd 10-2013-0041201

oA SBR(Z=EHl 26%%% 2 FEC-1,2 @9 245F%E -3
A7) E3HES 153 9= FAssi),

4.5mmol)E YEFH 7171(30TCAA 9 <+
3, Mn& 162,900g/molo] i V,i= 1.150]th) 30gel & QAIZIT),

A7 23 dAY oo, o8 10barolA] Zd 2o el & X2 (110TlA 108)S 3,
HONMR HA6] o8] el B E(0.78m0l%) P 1 ZEe] B S8 4 5 gl

AAld 4: 2-[2-(2-Saolv|gEed-1-A) A FA [NEYEZ SAlo|=o] Jgx g o5 SBRY| 712

1.1 - AdAe] A=z

a) 2-[2-(2-E2orgEFYd-1-A) A EA [HZUEY FAlo|=9 Az
f
. I
HN»\N/\/O
\J

o] sigt= sv] FA whgimel weh At ddss B 2-FREE-ovuEeEor i Axd F 3l

. - =
HOL ™ N SO o~y " o NN //<NH
\__/ cHg, \__/ «kco,oMF

o NH ,OH, EtOH

N
i A on
o o
NaOCl 0 J{
O\/\N//( b Ny
\\/NH CH,ClI \\/NH

b) 2-[2-(2-& 4ol t}EE d-1-A) | EA [HIZR L 3| =¢] A=

o]
O\/\N/[(NH
L/

O

=

DMF(100me) <] Ae]xdst &ds]=(22.0g, 0.180mol)e] &Nl K,0,(87.1g, 0.63lmol)& H7istg. 7] &

RO 527Co|A] WSt o] LA 108 ¥, 1-(2-FEREJE)o|n|ttEU-2-2(40.0g, 0.270mo0l, %
> 90%) (o]o] A= AAld 14 7135401 S wEoR HUST. Y] ER}ELY REE AR AA 90
CT(Ta)7F HA ska, o] 2EF 5AIZF 5 FAAIZIG. Aoz FHAZ $ A7 EFEL =(1.30)2 3

Mata, 471 BEES CHCL(500me, 53] 100m) = FE3ct. 7] 7] & FF b, 2023 50n0)= Al
#s8kaL, 70 x| 80ge] = wke AdEo]l #5E wzkx STANT(EE AHN)(Ta= 40T). &7 = W3 A
&

o%’% EtZO(IZOmﬂ)Oﬂ %*/F‘}\]7]J—l, @]‘7]

il
e
K
rlr
o
=
il
by
_\g
o
%
,'I:
=,
=
&

(o] o L
TS 7=

A4(30.6g, & 73%)7F FE5H

S F7be) 4Al glol F4 w6l 47 AgEn,

~SoluthEY U-1-9) ol A |l = k| &
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[0289]

[0290]

[0291]

[0292]

[0293]

[0294]

[0295]

[0296]
[0297]

[0298]

[0299]

ZIHSdl 10-2013-0041201

BE CNR B

O
v

O

“§ 4 Is) %

/ \N/ N R YT

() i
2ot

7\&{/J

£ 10

424 | 3Hppm) | 5"C (ppm) |
164.9

1 N

2 3.15 37.3
3 3.39 44.9
4 3.44 42.1
5 4.16 €6.5
6 - 160.5
7 717 113.2
8 7.59 136.2
9 7.02 120.5
10 7.63 1273
11 - 124.0
12 10.31 189.1

A& 8 DMSO - 1H9] 739~ 2.44ppm, C«] 49~ 39.5ppmell Al DMSO A&l oisk 1A

0) 2-[2-(2-S 2ol lhE e W-1-Q) A SN [A= LT =S4 9] Az

N
E/ OH °
O\/\N//<
\\/NH

EtOH(100me) TA 2-[2-(2-2Aolu g ZEe P-1-) o EA] [Hl 2 ]3] =(10.0g, 0.043mol)9] &AL 50C=E 7}
W EtOH(lOmfz) =9 o}ﬂci*‘opﬂ £ M(4.5g, 0.068mol, B % 50%, Aldrich)& 713t
=5 15 50T WA 70Ce oA 6AI1F F¢t ﬁ%?&t}. 47 Wb mlES dErdo]
T AT (Ts 45C, 65 WA 70mbar). ©]o]A, % JES S06Gnh)dd &
FAZIT, F5H &89S 5TE YA 7L, o] oA 15417 F<h %XW ”ﬂr F5H JHE A,
<3 & %;}%(szz/zwz)i Al H kit 101*1 EtOH/ A1 ol H| 2

A Az, olojA, Y] mAE A2 tr]dstel 7d+A17JE}.

Tol §4& 2zt WA 1A(9.25¢, F& 87%)7F FEE.

BN
T
lo
o
X,

2 Zve go%s 23a(CH NR).

O
14
HN-T N
l N—74, OH
2y \5——0 !Z:N/
s__“fg\’
7 \,\\g_ é” 10
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[0300]

[0301]

[0302]

[0303]
[0304]

[0305]
[0306]

[0307]

[0308]

ZIHSd 10-2013-0041201

¥ 11
2& | 3H{ppm) | 5"C (ppm) |
1 - 162.0
2 317 374
3 3.37 45.4
4 3.39 428
) 403 666
8 - 185.8
7 7.01 113.0
] 7.28 130.7
g 8.89 121.2
10 7.81 125.2
11 - 120.9
12 8.25 143.3

ALSE g DMSO - 1H94 7% 2.44ppm, 13C94 735 39.5ppmell A DMSO Alsof o3k ®A

@) 2-[2-(2- %20l B-1-D) N A [MEUED Satel=e] A=

Z

i Q
A
(Sww

-1TColA CHClo(400me) S92 2-[2-(2-Fo]v|Tth
etole] E 9] NaOCl 48N (157m¢, Aldrich, 84 9

>
ol
e 208 b wwkdn, A A 771 e Al

15]= 241(20.2g, 0.081mol)o] &

4%)& 10l Z2A A7pg. o]olA, A7) v
A

i
)
‘o
N
©
S
I
>,
=
[N
e
in)

37 A A4S CHCL,(23] 75m) & FZ3hr),

al
e 71 A= =33 1m0 = AHFHAL, NapS0, 2 A2 7] das A2olA dedstel 100m7H4 s

FA0 A oldH2 somE Hrreth. d7] 898 -18TE WAANTEARY. A7 Adg dFsta,
CH.CLy/ A SNElZ(5me/10me; ©]o]A] 5me/20ml; ©]oJ A Ome/20me) = A H 3 vbS Ao A Zhetdte] HAxAIZ)
=

walel elsf, 109 A 110TCe] §4=S 2t aAl(11.32g, & 570)7F +5¥0.

2 2w 042 273acCH MR).

7
HN’A\ /O
VAR 5‘/\1
3 50 12
A
4N
10:9/
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[0309]

[0310]

[0311]

[0312]
[0313]

[0314]

[0315]
[0316]
[0317]
[0318]
[0319]
[0320]

[0321]

[0322]

[0323]

ZIHSd 10-2013-0041201

H* 12

a4 | 5 H(ppm) | &"C (ppm) |

1 162.0
2 318 375
3 3.45 45.8
4 3.39 425
5 .14 67.9
B - 169.9
7 - 101.6
8 7.60 1334
g 7.00 1212
10 7.48 132.9
11 7.16 112.6
12 : BE9A 48
NH ~6.34 -
A Sul: DMSO - Hel 7% 2.44ppm, €2l 7% 39.5ppmol A DMSO Aol tht 1.7

Ao g (KBr BH)

v(em )i 2295 ($%57] Ar-C=N—0)
AZF B34 og g

CioH1aNsO3, Mw= 247.25g/mol

AR 2
=i

i

o AT o8 MEDI/ESDE Agshe 4% 23 A4 =agoms 2,

ME 20mgs ofHNEYE™ 2meel &A1 71},

o

m/z: 270 ([[W4Nal), 517 ([2MNa]’)
1.2 - A=A SBRe| thst MAA]e] T EE]
HollA =59 MNEA 7L AFEHT).

95mol%e] NMR ==& zte 2-[2-(2-FAholntZed-1-d) A EA JHZYUEZ ZALo]=(0.55g, 2.24mmol)E ¢
8 7171(30CAA e & D)ol SBR(ZE A 265 2 FEld-1,2 &9 2453%E 73k, Mn
162,900g/mole] L V,i= 1.15¢]t}) 30goll AR, 7] EFES 163 = 2433,

A7) 23 dAo] olo], ok& 10barolA] T xoAe] & X (110ToAA 108)E F3) i},

HNR 2ol o8] ejEEe] 2 eF(0.34mol%) ¥ 1T Ee] B F8(71%)S AT 5 Qo).
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