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[0106] FE 12, 5 9 WA @5 11 T o= syl SlojM, THAH 2SS e [ake Aol A dAE

[0107] Azl Az et A7 WL T 2A=E Axde 9AE 23T
I

=
= 2 ob) A U AAAE SREn. O

[0108]

[0109]

[0110] 2 i) 2, s ol ¢ V=
Ag  EgE) 3}t z
ofzdolt},  7hzhe]
A o) ALY, Fds N
R37} A3¥tele] s o)Ak FrEmAlelEE mEd §Ey ) E= R3 Y
F71 A4d" ®a Aol Addsly gl2rd Vs gAddt.  747be] R3S EHAeR i &

]
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ol
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g, dFeld, ot2dy, Fol=FA, T AHSAAY, TUST B At ddH Re29h
A& FAAY, U T AR AAE R2eh AFs)
A7S FA45AY, R2 9@ R29} R3 B EEUF 94%
A ha Gxtel AA4® R4et AFEte] Ba-wA ARS AT 47 e SHAoR S| AY
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[0114]

[0115]

[0116]
[0117]

[0118]

Azel ol 4
}9
44 -ofolzmzAeldl tholsl (BPA)

¥

0
-
ok

¥k AELE (MsA)

S8 24 THA

wl g wjAREA g 9 8] Ao ko)
ol o] AF(Alfa Aesar)
wl g wjAREA T 9 8] Ao ko)

off o] A

weld titelol= (CH.Cly)

W5 WAL E AT AT 248 ol

W) izo] Aulzk2~(EMD Millipore Chemicals)

o ¥hE (MeOH)

95§ weg 249 udeelA

2] 7] E] = (BDH Merck Ltd.)

EEE]

W AT AZEE 249 ol

Abol e 2+ (EM Science)

EgtolZF 2 gh A4l (TFMSA)

w5 AL Al E el S5 dguler

2ol e A9 ZEY *(Oakwood Products)

w5 oA Az deelTt sAle] o] Al

e o] Avizts

FEFES (NaHCO3)

05 AT Ao aAe] Aol .

H o] #] (J.T. Baker)

ES (NasS0y)

G F LA 2Ale] vireelA] =

pe

N ATho Ml ¥l EFobn] = (DNF)

W EetelRE A

sty (Lich)

Hl = (Egtoldld ¥ 29 Ay (11) Faejels

tholel gl ol gl (Et.0)

EEIE RENES S E R e E L

el ze] An 7

W FAAF A=A EAS Al .
o] A

o€l olAlE]elE (EtOAc)

w5 nlALE A= F deelsh sAle] o] el

el o] Ap] 7

A olE 2 (PE)

w5 wfAb A g 2] gl A e elqir

We)ze] Amzs

=

Wz ¥ L Alel = (BPO)

W flEEAT A7) EAS] Ael

obr g X s E] o] 53] & 2 (LUPEROX) 98

okl

R AFAET A @ Aol o

ol o)A}

Sie oF 20 T o ZElWE FHUT.
FHA Ang Aeshs o A8 WBel B

Ae: eww 28 e

W% AaTAF 497 ZAS] A 1ok

Zenld 232 (PVA) (A3 41240, 86 W= 89%

AR, FEA)

o ALEA =T s Aol 2]

A e GFF £4 (TGA)

TGAE AHgstol 4 AEe, e 87

AL HHE WE T4 AE A

o
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oo] QIAEFH=(TA Instruments)ZFEC] =& Q5000IR Hi-Res @& #417] (TGA)E A}&3lo] A

09 mEdE Ao 20T/Ee AY 719 58 AL31%0Y. oy e 24 SollA, T
A E 7tdsta, % £40] zFotd u7hx] xS A FA S, olojM 7td
Mk, AES A 9] FellA 5T WA 800C Wele] 7hE =R (profile) & Asvt.  zHzt
= & Foulg TF 49 A HE T AV B5FHE Exolt).

fo o o wH L

N
R,
L
>
e,
HN
~

S w4 Aol 200CoNA 1217 st AZF ZrEdsiith. A s BES Sk Hollo] OMEEHJ_
o THE W oUld 298t FHIEGITE.  Eldlo] JIAEFH=ZHE S mEl Q2

1) RC-02499) Z=HA Az} FA SFAE AHRste] AIES 2483t 429 AZ9 E45 98 8]
< ARESFTE: 1) 30.00Tol HEE o|FA &, 2) 5.008 F 52, 3) dHolg A FA A, 4) 60%
+ 1.00C =4, 5) AZ¥ 74 - x4 1 A4, 6) 5.00C/F2= 195.00C7+A #F (ramp), 8) 1.00%
52, 9) 5.00C/%2= 30.00C7H# 33 ) P52 10) 5.00C/¥2 2 195.00C7A] =3,
AEel 3 g g2 Al 7FE Abe] SR F-E

[N g2
b e
o i
)
o,
=g

4

,\
«
('D

n‘.

i
e}

o

i

2t7}e]
%2 ALk

TFAGA O] E%=, TFRARA Y] 25 A2 GFAY =2 Uil ojojA I ol 1008 Fake] ALtE.
Azd 1: 3,3,3'.3'-HEZHL-1,1'-29 2 H| 220 ¢H-6,6'-T}o] & (SBI-t}e]&)9] A

L S ubek ZEkFolA], 1000.69 13 (4.38 )2 4,4'-olo]AX Z T 7| dl E‘r°1 HA& (BPA)S &5AFHTH
A £ BPAV} €-8%W, 50.51 23 (0.526 &)< wigk AEX (MSA)S A3 H7ss 135C WA 150
Coll A vhg EFE] 258 FASHA A 7] stellA A1 &<t vk £3hES ﬂﬁﬁ}%it‘r. 3AIZE &
o, A3 =AL A2, E§F WS ETEES 2.0 L "o]24] Btk ZA AAEo] PAHAU.

o
ox
)
2
L
il
tlo
)
oH
)
B
=2
lo
:?L_‘,
V)
—

atar, 1.5 Le] Zols= AFsgitt. ded ugdes 1 %l 5
5 L WEd 2= (CHLl)E Hobekdt. 138ES

SHFOlA CHCly, FollAl wRkstgict.  olojA], Fefxas A2 (20C WA 25C) o2 W4HA FAL, Fopx=
a5 WA (eF 0C)ol sy ¥ol Tt 0101*1 APES AT Aol o3 dEsta, HAF (°F 500
mL) el 7k CHLLE AT, oloA, n¥ES 4.0 L Az Zehx=e] ¥ar 900 Lo e (MeOH) ol
AT, o] &, 190 mLe] CHClE H7Fshdth. &4e FHsiA A=A, &S uyketa, 1.1
Lo golE wro] Hrbetgith. WA HxEo] FAEJL, EFES WAL (F 00)d = Hol 7
o}, AYES AF ozl g8 dgstam, A2 (F 300 mL)e A7 (HCLE AF s

NeOH/CHCL/H0 A& 18] o wkssioivh. 7 WA JHo2ie e uges e oA k=it 85TelA
Azstel 214,77 219 (48%) 9] SBI-thel & FEakAATh.  H NIR (500 M, oMAE-ds) & 7.85 (s, 2H), 7.02

(d, J = 8.1 Hz, 2H), 6.68 (dd, J = 8.1, 2.4 Hz, 2H), 6.19 (d, J = 2.4 Hz, 2H), 2.32 (d, J = 13.0 Hz,
2H), 2.19 (d, J = 13.0 Hz, 2H), 1.35 (s, 6H), 1.29 (s, 6H).

Az 2: AEZZoZe-1-MEL 6 -(HEF2 =2 e-1-4¥JEA])-3,3,3" ,3' -EHlEeHE-1,1'-AFZH] A
olet-6-¢ A AH = (SBI-H|AEZ 0| ZHo|E)S A

250 mL B BleF Skl A], 5.0025 g (16.2 @ E)9] SBI-tho]& 2 4.755 mL (47.1 ¥ &) JHdS
150 mLe]l CHClol &siAAY. Ze23E 45/E dla(bath)ol] €Ak, o] &do], 7.930 mL (58.8

rui
4
o M

2E2) e EgelERozmg AEA F4E (TRSAH)S A7bstddth. A7 ghad Fo, 8238 de/=
5 A4 £97] stllA A7 b A2olA wwkstivt. 10 ale] B4t T

Hj~2 e AW Wk &9
& (HCD) (10 $F%0) < #

\1
)
o
ol
92
E
olo
tlo
ofy
r:l
>~

17}

< CHCloSt THAYEF (NaHC0p) o 23} =& Atolell A ZwjAzltr.  f715& defstar,

o FAYEE (NaS0) o2 Axsla, odaelgdn;. odzals 7ok &l EZslu 1

5 ato] qlele] i dde AT, AEE FEA 1= (SBI-H|REgto|EolE)E T
3

=
8.51 13 (92%)°]AT}. 'H NMR (500 M, CDCly) & 7.17 (d, J = 8.3 Hz, 2H), 7.08 (dd, J = 8.3, 2.

(ot
o
m{u

>
oH
ol
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=2
il
rlo
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o
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[0133]

[0134]

[0135]

[0136]

[0137]

[0138]

[0139]
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9H), 6.55 (d, ] = 2.3 Hz, 2H), 2.26 (ABq, J = 13.2 Hz, 4H), 1.34 (s, 6H), 1.29 (s, 6H). F NMR (470.5
Wz, CDCly) & —-73.0.

Az 3: 3,3,3",3'-HEZHE-1,1'-A7 20|21 4-6,6'-t}o]u]d (SBI-tholu|d)9] §A:

250 L S Bbet ZebsFol A, 5.0025 1% (8.74 W] &) SBI-H|AEgto]ZHo|EE 75 nLe ¥4 N N-t}
ojmd XFohr= (DMF)el &aAIZ . o] &9d 6.125 nL (21.0 P &) v EEM gA] gl 22,2225
a9 (52.4 dElE)e At FE (LiChHE #H7lekdlvh. RS EFES d4 2$917] shdlA

WHEEE Sl 0.6140 g (875 wlolARE) Q] H|A(Edtoldldxaa)ZetE (11) F=Rdol=

T ERES é‘i 7] skl A *‘%ﬂ*i ShEuk wHksITE, Ao A 24412 FF WAL $of
? oA WkEE FHAIZY. FHE] A

%
il
tlo
g
=]
&
o
Dl
o F
}0
-
2

2
2 2314F 89 (KF) (10 23/100 mL)3} A 1417 Bt 220 A
sl AdEe] FAHAJL EFES 13 oAt olojA, s El
| S 7 NaSO 2 Axstar, o#sigict. o Fdg 7t sfol FHate] W
A IYES FESIGT. o] 1YPES Ayt A ARvtEa I 93] FrtE AT
A 4 x 25 cm) ol ZHEta, AHE 5% olE olAEHCIE (EtOAc)/95% A+ olelZ (PE) (F3)/
Fy)E AT 5% SBl-telud g disle BEES deta, 7@ st FEFSn nF b A2
2

3822 g (83%)°] SBI-tholnjd& WAl uygLA F5313lt). H MR (500 Mi, CDCls) 6

7.34 (dd, J = 7.9, 1.6 Hz, 2H), 7.17 (d, J = 7.9 Hz, 2H), 6.85 (d, J = 1.6 Hz, 2H), 6.64 (dd, J
17.6, 10.9 Hz, 2H), 5.62 (dd, J = 17.6, 1.0 Hz, 2H), 5.12 (dd, J = 10.9, 1.0 Hz, 2H), 2.32 (ABq, J
13.1 Hz, 4H), 1.42 (s, 6H), 1.36 (s, 6H).

AAe 1: 2E]:3} DV-SBI¢] F3 (49.6: 1 £ ¥] & 2 E% DV-SBI)

8 mL wloletell A, 0.791 18 (7.59 Wal¥)e] ~¥W L 50.1 mg (153 mlo]TZE)9] DV-SBIS 0.789 13
EtOAcoll &ajAIH . o] &do] 15.9 B2 (65.6 vlo]aZE)e] BPOE #H7latdct. wElkd, 3 E3E
2 52 % 1Y Eo 49.6:1 B H]e] ~E]W:: DV-SBIo] EtOAc £ ¢ 1.9 5% BPOZ o]FoAHT. 3 =
FES A2z 108 5ot HEHSATE. ojojA], nlo]dd F4& Hi 90T ME HlX(sand bath)ol] ¥ ATH.
olg g H2olA 18A17F Fok T3 EFES 1A

O

)

T agEe] YAHAL, olA& Ww ool oF) welstal EtoAcE A HET. 1P ES 20 ol whold
of Bl 10 nLe] EtOAcE wheldel H7betich. oleldt 24 EtOAc ol 30% &< AAAT. 1Z&S
ChAl g of el ol welshal EtOAc® AlHSHATh. a1 EE 20 nL wholkell W1 10 mLe] EtOAcE wholo
of F7balglch.  oled &4 EtOAc Tl W RSt nFES v AE ol ofd dedta
EtOAc®= AlHT.  olojr] 1P E& 331E st 100TAA ah .

A 2: ~E]A3} DV-SBIS] 3 (20.0: 1 B H) &= 5 B% DV-SBI)

8 mL wloldell A, 0.791 % (7.59 Hal&)el ¥ 2 0.125 23 (380 wlo]A=ZE)e] DV-SBIE 0.789 134
o] EtOAcol &ajAIzitE. o] ®o] 15.7 D 2P (64.8 nlo]ARE) 9] BPOS H7lataict. uwebd, ¢ &g
2o 54 Fp 1FE 20.0:1 F #]e 2@ DV-SBI9| EtOAc &N 2 1.7 %% BPOZ o] Fojxct. F3
ZEES AAE 108 %OJ HEHSGTE,  o]ojA], wloldel] 7S Yil 90T M= wlzol] Wr, o3t

o

F3t ngEo] YAFY, o|RE FF Ao o3 walsta EtOAcE A2 33
of Y3 10 mLe EtOAcE wlo]&o] H7Fsglth. o]t E4& EtOAc Foll 30+
Al A 7o o3& wElsla EtOAcE AA ATt TIHES 20 nl vlo]do| @1 10 mle] EtOAcE ufo]<
o H7rskgdTE.  olEd BAS EtOAc Fol 5 AA s, nFES EW AF ot ofs wElsta
EtOAcE AlH At olojr g ES uxF dhol 100TAA s55 AZ330T).

b AAET. nFES

o, TYHES 20 ml Bl
%
Z

A 3: ~E]@A3} DV-SBIS] 3 (10.0: 1 B H) ZE 10 2% DV-SBI)

8 mL wlo]ell A, 0.791 ¥ (7.59 Hal&)e] =¥l H 0.250 23 (761 wlo]AZE)2] DV-SBIE 0.789 13
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9] EtOAcoﬂ ﬁﬁf‘lﬁﬁ}. o] %—fﬂoﬂ 16.0 D& 2¥ (66.1 mlo] A ZE)9] BPOS 747}0}014 webA, FF £

& vl 2 DV-SBIY] EtOAc &9 R 1.5 =% BPOZ o] FolAdd. =3
& 2t Yttt oloj A, mpolde] AL Ha 90T A= wjxo] Yk, o]
2o A 18AIZF B T EFES sFEESiT

T 1ygEc] FAHJL, o]AE T ool & ¢
of Wil 10 mLe EtOAcE wlo|el] H713Iith. o] 4
THAl XF oAato] ols) wEletal EtOAcE A ATt n¥E
o H7bsldtk.  oleld EBFS EtOAc Fol aEwt AX &t ]
EtOAcE AHaIdtt. olojA 1P ES IXIF shell 100TAA sh=w A

AN 4: ]I DV-SBI] HE 53 (28.4: 1 B H] = 4 B

=N
=}
5
|92
o
—
N

100 mL Z}=FoAM, 0.1 23 (413 wlo]mZE)e] BP0 2 0.5 =23 (1.52 HEE)9| DV-SBIZ 4.5 23
(43.2 HElE)o] ~gulo]| g3AHTE. o] & & F 1 %% ZI(Md &=L)2 £ 20 nLe H7I8I8
o} o] E2AE 80T 2 Hizol] Wi 2 em o] A wwk Y2 wwkeglth.  EE~3E 5§ ok
22 AT, oloA], AMES 8AIZE B oA vl Ul wwkE Al Tk o]ojA] F Tt 3
Hi~2 Y F4A H=E 8 252 P30T, HEE 150TC L2004 308 &<t A SMAIF.

Hlae] 1: ~E|#7} DVBS] A (49.2: 1 & H] =& 2 2% DVB)

8 mL HpolZol A, 2.00 L (19.2 Ha]&)e A€l 2 50.3 D13 (386 mlo]a = &) tholujdHAl (DV
B)S 2.04 L] EtOAcol &AL} 01 fdo 40.3 P2 (166 vlo]ARE)] BPOE H7Fsttt. uwhet
A, g iﬂz~ 50 %% L@EC] 49.2:1 & H]e] ~EW: DB EtOAc &9 2 2.0 %% BPOZ ©]Fo] A
gttt ololA, upo]de] ¥4 Yl 90T A= Hjzo] Wit}

éo EtOAc %l 40 ol AT 914
vk, FFES 20 mL vholde] Wi 10 mLe] EtOAcE wHio| ol
7 ’8}214. J—?‘é%a‘ fﬂiE L%ﬂ(wrlst shaker)ell Al 1A13F B3k ARk, 1PFES TA] 13 offof ¢
3 @Elskal EtOAcE AlA3klth. olojr uHFES uxF dhell 100CoANA sh=wt Ax3H5it).

}11
ofl
il
o
oo
>

o

Hlae] 2: AE]H DVBS F3 (20.0: 1 & ¥] == 5 E% DVB)

8 mL wRo]ell A, 2.00 19 (19.2 HEjE)e] 2H B 125 DE]29 (962 wlolAmE)e] DVBE 2.04 1
EtOAcell &3|AZAT. o ﬁoﬂoﬂ 40.0 19 (165 mlola 2 &)< BPOE M7iskolth. webd, $% &%
51 3% 1= 20.0:1 2 H|¢ A d: DVBY EtOAc &9 2 1.9 3% BPOR o]|FolhAtt. 3
AXLE 1058 OJ Hi”%’«‘s} E} olo] A, ulo]&e] FEAL B 90T M= o] Pk, ol

W ZgEo] FAHAAL, o] AL WF ool & wEldta EtOAcE AH3IAT. LHES 20 mL Hlo] Lol
Y1 10 mLe EtOAcE Hlo]dol] 7 letdth. ol2d B2S EtOAc ol 49 B9 AASQUTY. LIFES thA
AF oJo] o) whElstal EtOAcE A2 s}

> 38

o, IFEES 20 mL vlo]de Wil 10 mLe] EtOAcE wlo] el
7k, ¥ ES F2E JE7ldA 1A7F Fot EEGitt. AP ES oA AT ofdel] o westa
EtOAcE A H3AT. olojd u¥FES 1F 3dlo] 100ToAA 4w A2,

Hlxe] 3: 2€]dy DVBe] 53t (10.0: 1 & ¥] T+ 10 2% DVB)

8 mL wpoldel A, 2.00 2 (19.2 Wal=)e] ~Eldl 2 250 mg (1.92 LalE)e] DVBE 2.05 1%

S A ZTE. o] g 40.1 Y2 (166 mlo]AEE)2] BPOS H7letth. webd, 3 £gES 52 59

% 1FE] 10.0:1 & w]e] ~EA: DVBY EtOAc &9 2 1.8 8% BPORE o]Folxrt. 3 EIES dia=

108 <k HEFSIT.  o]ojA], wlo]de] FZE Wi 90T A= wizo] Wl oled %

o F¢ =L 7MgEin.
e ) stal BtOACE Al

E4S EtOAc ol 49 B9 Xéilf‘s}s’ivk IHES tA

PES 20 nl vlo|dol] ¥ 10 nLe EtOAcE Hlo|dol #
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7RIt 1EES P2E A-VdA 1A F9F At 2B ES v g ol o dEsta
EtOAc® AIH 33T, ololx LEES 1XF 3tell 100CoAA aFZ7E Ax3H3 ).

y

Hlmef 4: ~E]A3} DVBS] e 3t (29.9: 1 & ¥] = 4 % DVB)

100 nl Zeke==eA, 0.1 23 (413 who]A28) 9] BP0 R 0.2 23 (1.54 Be]#)9 DVBE 4.8 13 (46.1
deld) o] 2ER AT, o g = T 1 TPl Fevid dEE (PVA)e] &9 20 nl& M
o o] SEh=AE 80T o9 HiZel WAL 2 em Aol A wNk =R wiksiitt. EekaAE 5% ok A
a2 sl olefA], AES AL ek ol i del A wRkE Al Folt. ojojA] HE ofwtel] s
AREE A vEE st 22 gyt ¥EE 150T 224 30% Fot TSI

_/’:
Hlxe 5. 2E|#3} DVBS] HEr FF (8.9: 1 E ¥] T+ 10 8% DVB)

50 ml ZehxFel A, 0.09 2 (372 vlolZZE)e] BPO % 0.45 13 (3.46 Le]E)e] DVBE 4.05 13 (38.9
WeE)e) sEde] gAML, o go] B F 1 FFuo) PVAS §9 20 nLe BT o] Hepaas
80T 991 Wizol W 2 cn Dol AA Wy wojE wwlYh. Fehaas 5% Bok Ax2 APSd. o
oM, ABS 1747 Bk 0.9 Wiz Ul A mwksEA Ttk ololA A ojstol ols) WimE FFA W
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