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[0144]
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SS90l 10-1238580

(Waco Chemicals USA, ®]=f WX]Yolg X&)

ZHe)-2-3| EEAE)-AE-3-3| EFA-HAEZ[2.2. 1] e L A4-2-(2,2-H]
ZA| o8 )-Na-3-3| E2A-HIA ZF2[2.2. 1] AZ. &2 A7 3, gL

A B (thermowell), eWal= wwly] 24 2 N, FIT7F ZF2E 38 ZgaTd, w2722 (22.0 g, 200

mmol) ¥ t-38& W€ JEH=Z (50 mL)E FHAY. |dS -15 CTE Y73t z“/\}%
g, 228 mmol)Z A= (canula)el &) A g tholl, 2/1 t-5F& #HE o
ol = (36.8 g, 220 mmol)e] §MNoF L2 - 15 TE 24357 9
S -15 ColA 1523F wukgk thgoll, 0 T2 o932 4023 wRtgdrh, Z34ES A20= o d& theol, &
4 wkgol dejd w 28.5 T= HAH.  wkgo] Aeow d5dE o Edws F7F 1.7 ARE ¢
wykgch PFAE AL HEAS eI 22 gE BEIste]l=Ro] A o8 A4 A

=
% % a(Euga
she] Aalch. E3E

o
b
bt lm
fu
dx
_\,L

b

25 gk o CE Wzbatal THE (10 mL) = 2§ HE3S|=dglol= (1.45 g, 66.7 mmo )«] LRy
A7tate]l Agct. EFES 0 CollA 30A1F St wnkgh thgo Aoz A3 d9i F9 &%= ]"1 16
AIZE EF wrg @?}%3 T2 Y¥zsta, & (5 nl)S A7kste] AEldk vhgoll, 100 mLe] 2 N HCl1&

7betel gk, E£3ES A
A2 713 (NaoS0y, MgS0y), 2=

o Wem, IS o rbstel piE o 52 24, #7] 38 Relan,
E]"%}-Oq 69 g’] = 71ES 49t

FAR = (Kugelrohr) %o <8f 80 T WA 105 T Ate] (0.05 mm)elA % 49.1 g BAHAEES A},
FONR 2L tee] o daA EFE (o] AAA WE=75/25) 2L oF 95 % wEE UERATH H NR BAHL
3.8 (m,a=0.7), 3.28 WA 3.2 (m, a=5.3)9] AsE EAHo= Py}, FH EAE A X (F 75 )=
FH dFoz wgelHA -10 T2 ARAJ WZol o3 AASAIAA Al 1 AAHE, 41.5 g& AAT.

“F MR (CeDg): 7 MES q, -74.83 ¥ -79.10 (J=9.8; a=32.3), ¥ -76.79 ¥ -78.73 (J=9.8; a=100). H

NMR: 7.02 (s, a=0.24), 5.35 (s,a=0.76), 3.22 (m) % 3.17 (d,J=6.6Hz, &% a=1 00; & AZEY H &S
75/2501th), 2.1 WA 0.52 (L&A m, BF a=12.6); 3.22 E 3.17°04 2] AZELS CHOHE A A=A, 318
st ZFEUF OVIZ NAHA.

/\1}\01

E

%3-(2,2-M (B2 EF 2 2 E)2-3 SR Ao E)-e-2- (- DT 2 e WA R (2.2.119% W ol
~3-(2,2-H] 22(E ] 25 0 2] €)-2-3] SR A o &])- o) h-2-(2- P T 2w = e)-u A 22 [2.2. 1] 75k Az

t-5g e oEE (40 ml)
[2.2.113EH(11.68 g, 40.0 mmol)e

% o222 M A(ENE R E) 2 3 2 S Ao 8)-5-3 =R A W A B2
)9
(9.42 g, 80 mmol)9] §Noz %

A -15 T2 Yzsta HEHS|=2FS (50 nL) &= ZF t-FEA=
-10 T wRtez XA, Hrlste] 2. EFES -15 CTolA

Il oo 12

1087 wardk ofSo wWelad FE (6.78 g, 44 mol)E A|AA ] g8 FH7lete] Ay, EFES -15
TolA 1 AZF Bk wardk g2 3 AIZF B¢k 0 CTZ dl¥e. 20 mLe] 2 N HCIS Z71ehs Aol &) uhe&
< 7UAAT. vig F9 pllE &F 672 A5t FES BT, 7] T2 -FE W JdHE=R 843}
i, e YEFoR 23] MFHSA wEAEAS AAT e, SRTFE AR, §7] 58 AR
HEAAE (30 mg) 2 FHElobd (50 mg)S A7k, &0lE 2EFHAM 15 g9 = AHES 43 )AL
80/20 Aab/t-5E WE dHZE AlgsE FA LFUY (4'x3/4M)9 AHE T8 ST, AWUA 250

=

A9l e 11.1 g9 ¥4 AAE AFdot. Fxgolr (50 mg)S SHAAZRA Hrtdy. FAzR=
Z3= 954 g, HA 73-78 €/0.03 mZ AT 0= F MRI F A=, T AE 8.18 2 8.26

¢

B WA H§=30/702 UERATE. F NIR 24 (CDe): 2 o)A, 5 ZE wo]4 q -75.26 2 78.80

(70 %), -76.86 2 -78.66 (30 %)< wlo]y q. ©5>98 %.

HONR (DS 5.98 2 5.15 (n)¢] whely Hld A%, 5.93 2 5.08 (me wolA uY A5, 5259 wo]A
OH, 4.809] wmhely] OH, 4.459] wmlely] CHO (BP]1E9 m's, J=7.3), 3.859 wo|# CHO (f7%=-t), <F 2.25 WA
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[0153]

[0154]

[0155]

[0156]
[0157]
[0158]

[0159]

[0160]

[0161]
[0162]

[0163]

[0164]

[0165]

S50l 10-1238580

0.702] 7]E} me] 2 o] & A (30/70)¢} dAet= A~FMEHS YERYATE.
2 Ale] 3

HIAISR2[2.2.1]38-2-2 o=dlo]Eo] dAEF 2R dl o FA =R FAA(in situ) EA3E: AIEY &
A g4,

A E D (thermowell), LHI= wwty], =2 2 A 7] FYF7F Z2E 32 Zglrge, =270¥2 (14.9
g, 135 mmol) 2 t-5€ Hg oHE (35 mL)E A gMS -15 CZ WzZslar, HFIBO (28 g, 154
mol)E lEetel E3 M7l E} 2/1 t-5-2 dg o= /?‘J% z HF v2(EYHELdd)o = (24.8 g,

148.5 mol) ¥l §912 2EE - 15 T2 283/ A% £52 A7t Aegdrh. EFEL -15 CAA 1581 a
W kgl 0 TR g, 40—1?_—1 Wit EPRS QLo U v, 243 B wudt. w3
ERES A4S B 5 al) Bl 75 0l 2 N OIS AAkste]l FWAA.  HCIS d A7hskel piiE of

= = -1
3.52 =AY $ES B, 571 4L AT Nas0, S0, oldsu, sELBAG. He »

o] AakS %7}0}1 AF ZAAA 34.31 g (87.5 %)o WA uAS Art. “F MR BAe -75.62,
-75.82 (2F 90 %)9] AsB; W& = -76.6, -79.0 (°F 10 %) T 3} AXy AEES Y. 2139 mloly

HNEE NEd e A FER A3 oz AAHATE. Ak (60 nL; A A, I o9 W7o 25
o] AAAsI 3] 27.3 g (70 %)< ﬂ AAE LAY, mp=75-82 CT. ©d AA X-H Fx 24 A &
2-gha Agto] HAIEY Fx] d4 o g PYAHHITE S BAFH).

A4 4

o) 2:-2-(2,2-H| 2 (EP S0 2| d)-2-3| =S Ao D) - E-3-3| EZA-H A F 2 [2.2. 1] F%e] A=

A
A
o

w22 HFIB0 F7HE-$d2kst FEje] YEF Al =C-vEAdSA)EFrE d=dto]= 3

g7 AAle 30 71w niel o] HIAERE[2.2.1]H%-2-2 2 IAEFO 2R FANE=ZRE Az AF
g FuAgS B A AFggnt.  t-5g dWg e (150 mL) 5 A1FE FuAg (21.8 g, 75.3 mmol)
°of 895 0 T2 WZsta EFA F UEF HA@-WEAEA)LFHE s=gto]=e] &9 (65 % 89
24.6 g)o2 4083 A7F APk, V1A WEo] Lol FHEHAG. P %Z“ 0 ColA 0.5 A3k
Sob ke thgol], Ao ulg-ar, 2A17F o wekgth, W7zbE ukg EFES E (7.5 ml) 2 120 mLe
3N HCIE #H7belA iz SE5S 2Esta 74 42 t-3d WE o8 (80 nb) = 13] FE3. 7
& fr7] T 23 ASfHEFOR AFHSA, AxAT|a, AEFEEA, 23.4 g0 nAE AJYt. FARE
FHol o3 21.56 g (98 9)of WA 1A (bp 74-89 /0. 06 mm) & A ATt

“FONIR (CD)& -76.78 2 78.72014 9] AAE o2 JEUQon]; Aol 2w B (-75.6 @ -75.8) £k

EAPT. JAASEAFL 99 93] Aoz FHH A},
PADS 01 5
2,3-NBFOHHMA/PinMAC2] 3% &HA)

(Tl

S &571 R OMAl o]de Wk E3t=e] 2@Y1E S A ofHEIt S Ax VA FYh, AR, 3w
mpelrl gl Qe 32 Zehazd,  BA EEeslEHUlo]E RAFTA,
CmstSC(S)SC(CHg)(CN)CHQCHQCOQH (FW:403661 464 mng, =1.15mmol), :ir;’{ﬂ :EL % UﬂE]E OﬂEﬂg O]—}\ﬂEﬂO‘I_E_

v

=

wekx] =232 PinMac (FW=186; =%
3 =]

1.64 g, 8.82 mmol) Iz (5= h&) 88 (38 mg, 0.15 mmol)<= FHIP}t. WS EF/ES 5 FoA W
/AR FA Ao]ES A ALPT. 2= 90 T 0.5 A Aoz A4 A5AZ.

Zrekar 42819 %
= 90 COHH 23 A|7F A g},

ofo
2,
o
>,
rfo
o
il
o
N
N
_JL
R
)
>

kls 350 mL) o= w27 wukstEA A7 JAE SdAE ol o
FAAE. AEES F7-A2AT ool 1E oF (60 T, N, #A, 18 AIh) FellA AAIAA 9.91 ¢

1H NMR (THF-d8): 6.9 WA 6.1 (bd s, HWH 6.7 % 6.4; =3 a=1.00; th=F 30/70 vl &), 4.7 WA 4.15 (bd
m, a=1.02), 2.7 WA 0.85 (bd m, &l HZo| o5 EEE3 e 22); Av|d(geminal) CHz7] A& 1.55 &



[0166]

[0167]

[0168]
[0169]
[0170]
[0171]
[0172]
[0173]

[0174]

[0175]

[0176]

[0177]

[0178]

[0179]

[0180]
[0181]
[0182]

[0183]

S=50ol 10-1238580

1.25. “F MR (THF-d8): 553 2% bd s —78.40 2 -80.21.

HE APE =7 wiA Z=2rtEaYY (THF, Rl #HE7], Z22gHd 23) 42 M=6520, M=7690 %
M,/M=1.182 YERSITE.

TGA (No, 80 CellAe] AWM= A AZx F): 201 ColAQ 10 % <=4,

2o 6

8t7] &S Alxstal abit st A ank e

At =% (2)

A X e] 5] 2, 3-NBFOHMA/PinMAC 534 2.352

2-Efe= 16.064

gt o] AlxH 2-Fehs T HEGREAEE gHoEY S

2.5 g9 4 HESFESET =FAol= (40 %, LEH)E 97.5 g9 o€ FHO|E (Z=glA]) &34
Atk 8.5 g9 o] A& Tl 8.5 g9 2-Feh=ol &aAF . 0.88

0.45 /e PTFE Al&x] AEHE Ea) o3 2-3Feh= Fo R EdudE3Es =UZdolEY 6.82 %(F
2] & 0.704

YES-3 Z7] ZEkd 228 ARgSiA IMDS (SAbHE o debd) Zeloln & =X A doHE Az
ok, o} AmZ Co.(Arch Chemical Co.)¢] 100 % HMDS #2 ZXAE A&t 28 160 %7+ 150-300

€9 Zalglo] FOAXNER T7 8 TrEQ),

AMZS HFo] Ato]dd X~ Inc. (Brewer Science Inc.)e] E€-100 (B % ¥ F¥7V|/SEZH|o]|ES ALEA 4
in. A7 F3 "P" <100> EdlEelAd, AEZ el 2~ PP, ZHS Axs] A8, 2 mlY 37
LMS 0.45 g PTFE A& A FEHE £ 73k Fo], JAZA|7]32, 2500 rpmol A 60 %7+ 2338k3, 150 Tell

A 60321t 24 At

AR E ¢o]HE Q7 A(ORIEL) = d-82421 &£} A &E@|o]E(Solar Simulator) (1000 ¢}E)ZFE]S] HE=w=
UV 3, 248 nmoll A o= ¢k 30 95 EFA)7]E= 248 nm M LEE E8) EJAAA D& "o w=EA)7

= Ao o8] 248 el Ao RS FAAT. wZ AZRE 30 200, 45 nl/en o] oFH|AA] @ Folek
S AFdY. T4 F ARl ggdt 18 99X vlaaE AbgEE A s, " gUddt wE FoFgS
DAY, = Fd =& Yo|HE 150 CTAA 60x7F Ad 3.

rﬁi

A5 dE "3 AWM Co.(Litho Tech Japan Co.)el #WAAE tj@lHWE ojdzlo] A (Resist Development
Analyzer) (X2-790) ZA Fdrt. <ojHE 54 HE:Z AbOl = (TMAH) &9 (F1&
(Shipley) LDD-026W, 2.38 % TMAH &%) FolA 60x7+ 3t

[*]

| NEe W 9.7 cn ¢ ¥ Tl o3 TAEH 4 FYct.

Are] 7

P

2EE2/HFIB0 F7HE9] Az
AR oWl ] F24 DN, T F2E 38 Zepae, =27 F 2 (74.5 g, 0.675 mol), t-%-

2w oEHE (175 nl), FAZF e Z-2-Fd o ZA= (140 g, 0.77 mol)E A= B3 =81, -15 C

2 Y34yt o] E3ES t-%d Wg JdEHE (350 nl) F E HA(EgWEA)oln]= (124 g, 0.743
mol)e] Mo REE - 15 TR F4dslr] g =2 A7t APdrt. E3ES -15 TolA] 3083, 0 Col
A 4083E, agla A2oA Fr7F 1 AZF ok wukgeh, WS EES 0 CTE YAl & G ml) 2 4N

1 (200 mL)& H7bste] FY9AH T, HClS o HUbste]l =4 F9 pHE oF 3.52 AL, FES 73
I, 57 A4S A fNow AFEa, A=A (NaS0,, MgS0y), oztstar, ~Eg=gsle] 176.5 g (90 %)<
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[0184]

[0185]

[0186]
[0187]

[0188]

[0189]

[0190]

[0191]

[0192]

[0193]

[0194]

[0195]

[0196]

S=50ol 10-1238580

YR ONR BAe -75.62, -75.82 (SF 90 %)°] ABs TE 2 -76.6, -79.0 (F 10 )] T dte] AX, MEZ 4
ERSTh. 259 mlelu] AEE JF, e AE FHE A% oz AZE

e A (300 mL; A A, 0 C)owRE ARSI o 152.1 g (78 %) WA TAHZ AT}, o]

g o sbEatel Al 2 ANE, 11.9 g& oF2k o B £ER A

A A o 8

o 2-2-(2,2-W (B B Rl E)2-8| =R A M E) - 3-8 = EA A 2R [2.2. 118 A%

t-5-2 mE oHZ (1000 nL) T =EFXZ/HFIB0 H71E (146.3 g, 0.505 mol)e] €4S -5 CE Y735t
=7 T UEF HE@-vEASADGFE sl=dte]= (112.2 g, 0.56 mol)e] &om, 2=5 -5 A
0 T2 zAAWA A7kste] AHrh. EFRS 0 ColA 243 Bk wpkeli, ALow UL, 2 Az B
b uwtgh,  EYFES WSt ) 3L 700 mLe] 3N HClS ##38] H7lelA AT, <

E (25 ml; M, W&
T4 2E -7 HE olE= (500 )= 13 FEF 5

i, Adx:A7)an, 2Egged WA 1A, 145.3 g& & Tﬂr (F5 78 95 %.
Ak (2F 300 mL)% A7rstal A ES s2olA BT, AAs (d2)dl s Y=
o, mp=77-80. F MR (CeDg)& 99.8 %2 Z2ZHE %o
o7 sto], et

rlo
o
oX,
2 O
)
m
il
|
EN|
()]
g
|
EN|
O
2
_
™
1—0{!
il
N,

ol ~H| 2 ngo] 23t A -3-(2,2-H]|A(EEFL a2 E)-2-3| =FAdd)-d t-2-(2-Hed T2 5| - )-B|A| &
3]

2 oe WeggdyolE (50 mL, 0.50 mol)d &M #HEold (15 mg) 2 EElg 2-dE€-3|==Alo]= (0.85
g, 1.5 mol)Z A, wkg7lol T7F d=E e ueg/vd welmHgolE FrjEo] AMAL 4 3L
EF P, EFES VIE & FolA 100-110 TolA 7FEdt. 5 Al 2 A vjd BE (7 g)9 AA Fol,

NA-2-(2,2-R| A (EEF L 2mY)-2-3| =5 A o ) - A =-3-3| =5 A -H A 2 2[2.2. 1] 3% (14.6 g, 50 mmol)
A

PR EAHe 2w T80 > 056 WS W A5 4w oF 05 42 Taels 9 F AYEY AL eh
Ak,

Ae AL a2 FRAS AAANAG. A AL o3 Fol P, uAS Fr Aoz
ARZTH, FE oA FHAAN 17.41 go] AAIE FHFES AU, wAES A7k (<20 T) Ao 2
3 AHE Og ARorRE AAAIAAM HALHoR fd Fsd 7 WS e AAL AT,
10.48 g (BAE 1, 4 46-47 C. AAHE 125 uahd a7 % (OF 50 T)&= W7HAIAA

-78.8201 4 S5 JE (455095 %).  H MR (B4E 1, CDy): 5.93 (W58 m, a=0.99, H]d), 5.23 (s
}aF HE . Jp=15.6 Hz,

a=1.00), 2.01 (m, a=0.99), 1.92 (dd, J=15.6, 6.08, a=1.00), 1.85 (m, a=1.00), 1.72 WA 1.63 (
1.58 (s, a=5.04), 1.36 WA 1.25 (m, a=1.01), 1.17 W=] 1.02 (m, a=2.01), 0.86 % 0.32 (57} AEZHo]
A AB IEl, a=2.08).

24 10
2, 3-NBFOHMA/MAMA/PinMac®] AF&-Z3)

ol

a=0.99, OH), 5.07 (¢¢ d, a=1.00, H|d), 3.84 (m, a=1.00), 2.22 (AB {®l<]

=
-
)

A7 &7 2 A oA wkg EFE FVE Y IF oAHEHI = AA VA 4T, AR, 2 W

‘ﬂ‘ 3}01—7}‘ %]'Z}Q‘ﬂ 9)\}5 3_’1—?’1' %ﬂéiq], ‘j/]E]-(xj_ i'ﬂ ]_E— RAFTX‘", ClZHZSSC(S)SC(CHg)(CN)CHZCHZCOZCHg

(0.259 g, 0.619 mmol); 2,3-NBFOHMA (2.10 g, 5.83 mol), W|Rolrivtel el L elo]E (MAMA, 2.47 g, 10.5

mmol) % PinMac (0.10 g, 0.54 mmol) & FAH ©&FA FHAE; HE od AE (10 mL); E ¥Z (TFAHE)

88 (45 mg, 0.19 mmol)& FHPt. w7 AAE FHeta, WE/FH APlES 23] ¢ 330, *EE
o=

Kel
83.4 CTZ 1.0 NzF 7+7 AR ASA A, 2 gL dE o"d AE (15 ml) & 2,3-NBFOHMA (8.38 g,

_18_



[0197]

[0198]
[0199]

[0200]

[0201]

[0202]

[0203]

[0204]

[0205]
[0206]
[0207]
[0208]

[0209]

23.3 mmol) % PinMac (0.38 g, 2.04 mmol)S AR&3|A 327+
252 83.4-81.6 TolA 19 A7+ B¢t §A g},

FAo 8 ek

BztE v EFES e (400 mb)ol H7FEIA 10.70 go] A FHAE AATH. THF/ATHS ARESh= Al 2
AAL 0B Az Fo] 9.58 g FANAT.  SEC HAS M=14,600, N,=11,900, M,/M=1.23< “Fepiict. C
NMRL:: 2, 3-NBFOHMA/MAMA/PinMac=75.4/18.4/6.25 JERNAtE. MDSCE 161.5 C¢] TeE JeEiich.

AN 11

2,3-NBFOHMA/MAMA/HADNA 9] 4+ &5 3HA)
Az A FUT, ARG, 8w
C12H25SC(S)SC(CHs) (CN )CHZCHZCOZCH;;

.0 mmol), HADMA (1.42 g, 6.0
AHE) (164 mg, 0.7 mmol) 2 T8F w=A FAES AT
S 23 ¢ YUY, X2 67 TE 1.0 A7 tFe=z AA
AlZ k. 2,3-NBFOHMA (8.64 g), (2.06 g), HADMA (5.67 ¢) % dld old A& (22 mL)o2 49
A fHG A7 AR FFPTH. WL E LR E 67 CoA] 22.3 A7 B¢ AT, 2 MZS 7

FaL dojA i oA d A 24 3 2xE S

T
L

=%57] 2 A o]He] ¥ES E3E9 9V E H?E A AJHH7T U=
vholr} AHE o] gl E RAFTA,
(0.920 g, 2.20 mmol), 2,3-NBFOHMA (2.16 ¢
mmol), ¥ o€ AE (10 mL), 2 V601 (‘3%
=

HS71E dar SeAdsta, wE/Sd Ale

MAMA (8.25 g, 35.2 mmol),

O

oo ox
to oft ofy
£

AZ 4 | A Az 5 ©EEA B8 a3 g Aakgl A A

N/M/H N/M/H (%) A =4 THE
Ct4) N/M/H

11-0 t=0 12.7/74.6/12.7

11-1 1.0 A3k NA NA NA 14/38.1/14

11-2 2.0 Nz 26.5/44.9/28.6 9.0/17.2/1.7 21.0/74.9/4.0 [22/41/22

11-3 3.5 A7+ 29.9/39.6/30.4 13.1/21.6/11.7  [23.2/56.2/20.6 |30/44/30

11-4 5.0 Azt 29.9/41.4/28.7 37.0/40.7/39.7 |27.1/43.8/29.1 |30/44/30

11-5 22.3 AIZF |24.8/60.2/14.9 97.5/95.9/98.5  [29.0/41.8/29.3 |30/44/30

NA=57 &7}

EES WA4sta, 18 ol HWE old AESRE 3|AMsta, ek (1000 mL)ol M7k, PP TAE THF (40

5 go LA

5% C MR ¥

HONMR 2o

ek (1000 mL) FollA FHHAZ T
(85 %)E VUL

SEC #41& M,=11,800, M,=8,770, M,/M=1.352 eI}

4 (THF, 1.00 g/&¥)< A311.5=0.7525 YEAT.

MDSC: <F3+ Tg 168C.
TGA: =
A 12

oft

2, 3-NBFOHMA/MAMA/HADMA®] A+$1

A7 57 2 AA oo e EFE @y

vk el el gl

3-& ZE2Te), EFELIIEZHUO|E RAFTA, CiHysSC(S)SC(CHs) (CN)CH,CHLCOLCH
(0.920 g, 2.20 mmol); 2,3-NBFOHMA (10.80 g, 30 mmol), MAMA (9.84 g, 42 mmol) % HADMA (7.09 g, 30
mmol) 2 TAE WA EFE; HE JdY AE (32 ml); V601 (534F) (164 mg, 0.7 mmol);

(0.145 & FAYUT. g7l A2E FU3
$5AAT (FAH, A9 A

A ZF PR R A

=2 JAl ¢F 170 C.

ST HA

A% a7}

_19_

48 Azkel o3, Ax, 8y

A= Aa A F

< 23] 9 3y},
& 67 TollA 20 ATt 5

RIES

o
g

2, 3-NBFOHMA/MAMA/HADMA/MAA=30 %/36 %/30 %/4 %] B4 %S YeERfAT).

AT, AMEL

SEE 67 T 1.0
&<t

43

PA




[0210]

[0211]

[0212]

[0213]

[0214]

[0215]
[0216]
[0217]

[0218]

[0219]

[0220]

SS90l 10-1238580

BEH o A3k A5t A S A s Artd SHA 274
N/M/H N/M/H CrA)

12-1 2.0 A3E 29.7/43.7/26.6 45.1/42.4/50.7 29.0/38.3/32.7

12-2 3.0 AZt 29.8/45.5/24.7 64.5/61.3/70.6 29.2/38.9/31.9

12-3 5.0 A7t 28.8/51.8/19.5 85.7/81.6/90.3 29.5/39.4/31.1

12-4 20.0 AZF 22.8/64.7/12.4 96.3/92.5/98.0 29.7/40.0/30.2

S F3ES 50 pl MEKZ 3)Asta u 32 BE B Ny e shelA o=, 'R (1000 ml) F HA
of o3 AE e AT}t FU-ARAAA 23.9 g9 TAE AAT. HAF A=z 93] 23.2 g2 AU
o HNR BHe AF Mse veka 2 deags 48712 JeA gkt
MDSC: Tg ¥ 178°C.

SEC #A

Az Mw Mn CHEARA

12-1 6,540 5,320 1.23

12-2 8,260 6,910 1.20

12-3 9,990 8,260 1.21

12-4 11,000 9,200 1.20

A= 11,000 9,230 1.19
UV 410 THF, 1.00g/2E]; Asy5=0.724
B NMR 3418 2 3-NBROHMA/MAMA/HADMA=28 . 8/39 .5/31.6¢ ERJ ST,
2o 13
2, 3-NBFOHMA/MAMA/PinMac/HADNMA®] A} 3334

olFe] HkE &3] V& % IF AAHEHIT U= A 7A FUT, AEL, 4w

5 $57 2 AN
W mholrh g0l

AE 3-H ZSPx=Td,

(0.748 g, 1.79 mmol);

2,3-NBFOHMA (10.24 g, 28.46 mmol),

AFTA]
MAMA (2.86 g,

12.2 mmol),

C1oH255C(S)SC(CH3) (CN )CHZCHZCOZCHg
PinMac (2.27 g,

2

12.2 mmol), 2 HADMA (6.72 g, 28.46 mmol)E TAE w&Fd EIE; Wg o AE (26 nl); V601 (524
¥) (133 mg, 0.57 mmol); F NaHCO; (0.118 g)& AT, W7o AAE FHsa, WE/F7H Alo]&&
3 o YT, SEE 67 CTE 1.0 A7 HE02 ASAH U B 22 67 CollA 21.4 A3F B¢t
Ak, BH AZS ES Fo Ao I oS g ‘;‘ FTHA 24& FA T

ME # A3 A1z A7 kA v)& oA Ashs Arrd A

N/M/P/H N/M/P/H =4 73

13-1 1.0 A7k 35.2/15.0/14.5/35.3 5.1/5.7/8.2/4.8 32.3/15.5/22.1/30.1

13-2 2.0 A%F 36.4/16.0/15.1/32.4 38.8/37.2/40.7/45.5 32.9/13.6/14.9/38.6

13-3 3.0 A7+ 38.6/17.4/15.9/28 .2 75.3/74.1/76.3/81.9 33.9/14.3/14.8/37.0

13-4 4.0 A3t 40.3/21.2/16.7/21.8 93.1/91.6/93.4/96.3 34.6/14.6/14.9/35.8

13-5 21.4 ANzH 27.6/43.9/18.3/10.1 99.4/97.8/99.1/99.8 35.1/14.7/15.0/35.2
EFES 45 0l MEKR g43ka, f2] Af Fole B3 olwsta, AW (1400 ml) T Fdel o8 wdd 14
S A o)AS ofHeta FU-URAIAA 22.67 g9 TAE AU, AHAES 2 d B LE AXAAA
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[0221]

[0222]

[0223]

[0224]

(56 CT/Ny HAXol] 28 ZF) 20.98 g (o]=%]2] 91.9 %) LAY}, 4L AE shesh bk

Ela A 28718 YERA] gkt

MDSC: Tg ¥ 175°C.
SEC #A
Nz Mw Mn CHEALA
13-1 3.250 2,480 1.31
13-2 6,320 5,060 1.25
13-3 9,250 7,830 1.18
13-4 10,800 9,250 1.17
13-5 11,500 9,830 1.17
HAE 11,600 9,840 1.18

uv T":_L}S} . THF, 100g/E] E'] ) A311'0=0.656

F0ONMR EA1-& 2, 3-NBFOHMA/MAMA/PinMac/HADMA=37.3/13.6/12.4/36. 77} 212 gt}
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