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AA G 19 FFA Ao}
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BET B o]
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Ao %= 300 m'/golt}.
Al e 2

=

Al

[0046]

i

i

)
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WAe] AolE 25, Ei Hol® 506, EE HoJE 7547k w47, o
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A FE 62 BET H]
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-

el A4 G
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=
K3

A A golth,

i

H
-

e, ofAjElolE o

oAHlelE, & olMEO|E, o} oMAHCIE, tert-id oMAHClE,

=
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SROIERE-EE

A el 1 WA 24 Fe 9
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Al FE 1 WX AA FE 6 F o

=
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=
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ZHEZ% g olAH o

AAl HE 9
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[0056]

el Hoj 5007 mAl7]E, Wi,

A7 g 12
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I

B
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R

A e 13& BET H]

[0057]

A A== BET WIE

el Holx 7507) mA7]E, Wiy,
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3) @A e U
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=

o7 48 WA 75 %] tholu|dulA,
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[0059]

[0060]

[0061]

[0062]

[0063]

[0064]

[0065]

[0066]

[0067]

[0068]

[0069]

[0070]

[0071]

SE=S06 10-2307437

£ Z23oltt.

2 el 15 BET MIERH o] Holw 500 n'/gel, A4 B 142] Wolct,

A B 16 SEA E3HEC] 10 WA 40 TS Feldl Bk, 50 WA 75 FEe] holujdulAl, w1

WA 20 T%e] AER-fE SRAS 23ehs, A4 GE 14 Ea A FE 159 gl

AA B 17 DA g 15 WA 40 TS Felal B, 50 WA 65 TR tholujdulAl, w1

WA 20 T390 AER-fE SRAS £3ehs, A4 GE 14 Bu A4 FE 159 gl

A B 18E T &gl 20 WA 30 TS Felal Bk, 55 WA 75 FRee] tholujdulAl, w1
A 20 TSl 2E -3 dFAE £, A4 FE 14 E=E A4 FE 159 el

A e 193 BET MlEWA Q] Holk 25wk wAlY]E, Wav]E, EE olge] il VIldhe, AA FH 14
A AN G 18 F ol shbe] Al FElel el

A Fe 202 BET MEW A9 ol 5007k wAY)E, Wav]E, B olge] el Vs, dAl FH 14

A A el 19 F ol dhte] A Fee] Woln

AN G 218 BET HIE‘E‘ o] Holk 7547k vA7IE, Harle, HE olEe] el ZI]lshe, AAl FH 14

WA AL R 20 5 ol shube] Al FEje] el

AA B 22 f7] vk AR 2R, A dE od AE, W9 ofolatd AE, EE 059 &

Shes oehs, A FE 14 WA AA FE 21 5 ol shube] AAl FEje] el

AN G 238 {71 Bvil7) olaEHES 2, AEEE ofAEHOlE ClAHES 2, ofHE]E

2HE " okEe|E, ZRd opAElo]E, FE oMEHO|E, o}l olAHCIE, tert-H oFAEHCIE, ®

= oolse] =S wotehe, AA FE 14 WA AA FE 21 T ol she] A Feje] et

AN GE 24 fr7] Sl7h oPAEUE-RS 236k, A4l GH 14 WA A4 FH 21 T o shhe] A

A G 25t FRA 2B waB Pl HolE 5 FAwsl, A4 Wl 14 WA AA We) 24 F ol st
A7 Gele] wyelt,

AA G 268 Sl EFE el v 154 A1 99 TRk ol WA, Bk FoE, E 20d-
58 wRA, A W 14 A 24 G 25 F ol shtel A4 Fejel Welth

Al A 01
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[0072]

[0073]
[0074]

[0075]

[0076]

[0077]

SS=50ol 10-2307437

[3% 1]
A5
3} steEd IFA
Eliascy Gt LAl A e) vt ol o] ] v =L ¥ B B I (BDH
Merck Ltd.)
AR @81 2a(HC) IEERE T e DL R

Al 1] 7+ Z(EMD Millipore Chemicals)

of & oAl Ell o] E(EtOAc) vt AR A 2 Wy g g A 9] o] gle] e Zof
A 2=

79l # §Ake] IZ(BPO) = Y AE AT 9] Ao Al
k1= ] %] (Sigma-Aldrich)

v el AE(MEK) A AT 2 H T A A ) 7o)

W] o] A (J.T. Baker)

Cholu Ml A (DVB)80% 3 Y-8 553, 013280 | M= 2T A3 w9)7] Aol Al v-ehel ]

S %< DVB ¥ 20 TH%9] 28 A7+

kA g s A ARE AFske b

A}8-x] 7= DVB 9] B9 AR FlaE

i et

FAFEFE F(NaOH) W] S AL A 2 2 W] 7F A1 9] o] 9t T ) Z o]

A 7k =

Rt R (MA) W] uf AL A 2 91 8l & A €] oo o o] AL(Alfa
Aesar)

oA EY EH(ACN) W m A A 22 Al e E 9] A o] ol eiT] ] Zo
Al zhz=

Zi+Ee FFA(adsorbate) s AR&ste]  mlojaEHEEY A JAESRH
Instrument Corporation)(W|= ZX|o}l IR &) 7% WA 9 7] S|
Surface area and porosimetry system)(ASAP 2020)& Al&3lo] hd = & Yy, U

A As e T 5435 9 AEHE AP A Wyoltt. melamwEEl s 1/2 X A4 A
FHoA, 50 lﬂxl 300 mg?] AM5E B4 2u37F mHg) 3}oll A 150 Tl A 2A17F &<t ASAP 2020
WA EE AoA 7tdste] AR & 2 vE FERES Xﬂﬂé}‘/’i‘:}. (AAle 8 H Hlue 28 %

7 umHg) OPoﬂ/ﬂ 80TColA 2A17F &2 ASAP 20209] 4 X E oA 7Fdste] R/ &of ¢ oE

K

Ed o] (Micromeritics
A Al2®l(accelerated
“

ST 1

@
=
A
~
=
]ﬂ
2

o
o ol

N
1= = R /R <1< B DA

i

[}

(m
mln
Lo

AABRE.) 0.1 HA 0.98 Helel Aol oF=(p/p” )omFHE APor ofAd ¢y
0.1 were] Ao 4= (p/p” )elAS] A FUG ai/g)= ARESE] 77 ° KollA 9] o=
e thoe] Wy 1AL Abgatgich: 100 kel A 9 (p/p° )olA 90%, 10 H
&= (p/p” )ellA 40%, 2E]ar 0180 2 Zd k¥ (p/p” JolA 20%. F9 2=(dE 5o, HA2)

K & BFolAe OFE% 2 A Fo, AR I AAES st dES AFEEsit. "HE XY
S-o]-o W] E-ellg] (BET) #A]ol ofal] of= F3 dlo|E]ZHE BET W ZH A (SAyp) S AlXetoich. W]
% <= o]2(non-linear density functional theory)(NLDFT) M=o 2] 2
A 77 0 Kol A o2 g Abgate] W g o] Z(DFT) B4l o&) of= H& dolH2RE @R7] v)A
WXE AL, dig 0.989] Adl hE(p/p” )X FEE olEe] FHOIRE F V| FIE A
Ak, wlolamwE gl wlo] AR NE]H (MicroActive) M 1.01 2AXZEg ]S AME34 BET, DFT 2 &

3 48 P38l
AA 1:

40 mL wlololl A, 0.8523 ¢(5.24 mmol)e] tho]u]dWlAl(DVB)(80 T HANE(F
94.6 mg(965 mlolaA R &) TEit FE(MA), 2 47.8 mg(197 vlol|ma = &) Wz

tlo 2
o &

[*]

Lo o & oyE g £ 1o af ro
. 2
T
m
[m

2
ofk

aut
o
)y
)
N
oi
o,

13(slit pore)E

N
S ol

N
of

Fh) £k, vH98 TH),
)

¥ & Abo] =(BPO)E 20.0
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[0078]

[0079]

[0080]

[0081]

[0082]

[0083]

SS=50ol 10-2307437

mLe] olg obAE o] E(EtOAc) Foll &, FTHA 2HELS EtOAc F 5.0 T%% LIS 7o, d=F
A EFE(72.0 TF%2] DVB, 10.0 FH%S] VA, 2 18.0 TF%e] ~E|A-F& dakA]) 2 5 FF%2] BPO(THF
Age] & TFE 7Ieez e R8s, SR8 2AHES 108 &t ALz wEFSlT. oojA, nt
ojdel] H74E& ¥l 95T Eﬁi(sand bath)ol BTt FHH 2PES o]HT S 174 Ft 71
St dAE WM JAES AE ol o8 dEstal, oo} EtOAc® AlHSHTH. IAE 40 mL wpo] &
o] Yl 30 mLe] EtOAcE wHpo]et 01] @7}0}91@, vpol kS B A~E ¥ Y| (wrist shaker) ZgollA] A-oA] 247t
Lol AEEAY,  wAE A A oale] o) Stal EtOAc® AlHeh3ith.  IA1E 40 mL wpo] el Y

il

e
30 mLe] EtOAcE wholol H7bstitt.  IAE 8wk EtOAc Toll A3tk aAlE vl & ofstel o3|
2eakal EtOAcE AIHEITE. olojA, mAE 1xE SolA 110TAA s A2AZT. o ARE of=

2 Bz o3 AAIPS uwl BET B FEHA (SAgr) o] 782.9 mz/go]i Z 71% Hu7} 0.711 cni/g (p/p° = 0.97

AAd 2:

40 mL wFoldell A, 0.7567 g(4.65 mmol)2] DVB(80 %% %, &H& T5), 0.1895 g(1.93 mmol)2] MA, 2
47.3 mg(195 wlo]TZE)e] BPOE 20.0 mLY] EtOAc Zo A AT, 3T ZAHEL EtOAc = 5.0 TF% L

_]
o
ool ~EAM-7F3 oA =

G(HE 7t om | Tk 13%(64 0 3% DVB, 20.0 %] MA, ¥ 16.0 =
209 BPO(HFAES] F TFS 7IToZ 3HE FFaltt. TFH 2A4ES 107 5 24A=E HEHS)
SiiD}. ojoj Ay, wloldel F7-& ‘%3’— 95C4 Tz ¥ JES o]2]3 S A 1747 Bt

rﬁm

ey, B4R WA 3

™

S F o7 93] e
23 30 mLe] EtOAcE wlo]ebol] PﬂS’iE‘r. vpo] S g
IAE YA FF Aol 93] ©hElsta EtOAcE AlH3Fltt.

ojgel H7bstdvt. AE skERF EtOAc Foll A8k E‘r A=

Al 2F oA o&) wasla EtOAcE
AHEATH. ololA, LAS AT BtolA 110TAA a5 XA AT, o] ARE ofz ] o3 2

AL o] SAy7t 695.4 m /g0 E 71F B3} 0.629 ai/g (p/p° = 0.978)0]%lT},

Fio EtOAcE A& 3k IAE 40 mL Hlo] L

%]:

S)j\

dck. FHY 2YE
S

E Z

L

F7] gellA A W 2713 B3t A"l
AL 40 nL wle] el War 30 mLo] EtOAcE wh

o

z
alLx
al

>~

o

AAld 3:

4 222 ZAZ2(jar)ollAl, 2.68 g(16.5 mmol)2] DVB(80 &% X,

= 55), 1.01 2(10.3 mmol)2] MA,
75.1 mg(310 wlo]lmaE &) BPOE 71.25 g9 EtOAc Fol £3)A F .

Q
(€]
A4 ZAELS EtOAc 5 4.9 3%

SE R oWE

PES THow, A Eﬂg(% 1 S%%2] DVB, 27.4 3% MA, % 14.5 S0 ~Eladl-H3 o=FA)
2 %] BPO(GHEHAEY F $HE 752 S ﬂ"o}iiﬂr TEH 2AHES 108 o Aie mEHs
Rt S " 95T ByFe €. T4 =4 3}

&

olojA], AZof H7 S o83l $&oA 17A17F Eet
7tdstitt. FAdE WA AHES FF e o8] @t EtOAcE M FHEth. IAE 4 222 A2 ¢
100 mLe] EtOAcE A2o] H71etqdch. nAS A2 1A17F FoF EtOAc Fol BA3F.  1AZS A
15 oJ3lo] 93] westal EtOAcE AF3IFIT. 2AS 4 224 220 Y1 100 mLel EtOAcE H7}ekaict.

AL aFE9 EtOAc Foll BA AT, AE tA] 2F ool o dhelatal EtOAcE A& 3. o)A,
A= T 3ol A 110CellA aFZ9 AxAIZT. o] ARe of2d F&d o8 AA IS W SAy7t 696.6

= 2

SRS

2

RISl

=
™

=

n/goli & 7] Bm7} 0.649 /g (p/p° = 0.975)0] At}

AA 4:

4 &2 =2oM | 2.40 g(14.7 mmol) 2] DVB(80 3% <%, +dE& 53), 1.36 g(13.9 mmo )4 MA, 2 75.3

mg(311 mlo]=AZE)o] BPOZ 71.26 g9 EtOAc =ol &AZT. 34 2AHES EtOAc & 5.0 3% 1P

% 7ERom | TEEA %?2& (51.0 ==%2] DVB, 36.2 %2 MA, %ol 2~Eld-f3 DP&xﬂ) 2 2
ZFoo] BPO(HZFAES] T FEFS 7ITo2 TE TR, T 2AAES 107 5 ZA2E HELIS

B}. ojojx, 7= ‘T%lg i 95T Bzl Yotk T ZHES oy SRolA 17413 <t 7h

daivk. A" WA AAES AF Ao o) welsta EtOAcE AHE . nAE 2} of

100 mLe] EtOAcE A}2ol| FH7laloivk. AS A-2o)A 1A+ 59 EtOAc Sl ARk}, 1= o

ojylol] ols] we]slal EtOAcE A&, 1AE 4 &2 A2 ¥il 100 mLe EtOAcE A2 FH7Fsaitt.

IAE EY EtOAc ol FASITH. 2AE thA] WAF ool 93] w@lslal EtOAcE A ST, o] A,

AAE 2ZF StellA 110TCelA shEdr AxAZAT. o] Aue o= F&d o A4S wl SAy7t 612.9

0%

=
SE,
—
&
[oe}
ofy
o 03#

Ol'
b

15|

01
K

24
>

| 2

1o

QA
T —
alLx
=29

!_‘
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[0084]

[0085]

[0086]

[0087]

[0088]

[0089]

[0090]

[0091]

SS=50dl 10-2307437

n/gol i & 71 B37} 0.581 ari/g (p/p° = 0.973)0| 2t}

A 5:

4 222 A2 A, 2.68 g(16.5 mmol) 2] DVB(80 =%, 58 =), 1.01 g(10.3 mmol)<] MA, 2 74.8 mg(309
mho] R &) o] BPOE 71.3 g wlE g A= (MEK) 3‘°ﬂ SR, T ZAES MK F 4.9 TH% 2L
B shxlom | ohekA EIHE(58.1 %] DVB, 27.4 2% MA, 2 14.5 %] ~EdA-53 k) 2 2
F%o] BPO(HFAES] F THE 7IeoR hHE Tk, T3 2H4ES 108 5 A2 HEHs
k. olojA, ApRe] HZS Hal 95T Rexe] ¥k, FI}E 2AHES olYd &2
datgivk. FAE WA JHES E ool ofsf defstar MEKE AlFHsgi. aAlE 5l
100 mLe] MEKE A2o H7FsIIth. AE A4 1A7F 59k MEK Fol] BXagict. 2AS oA 13 o
o] o) ©Eldta MEKZ AF3hct. TAES 4 &2 2o 91 100 mLe] MEKE 2o HA7bsigict. 1A
£ SR MEK Fell A akdvt.  aAE vhA] x1g oo oa whE]stal MEKZ AlHakiet.  olojx, aAlE
TZF St A 95T A 8AIZE Tk AFRAIZTE. o] AE= of2 FEo| o3 AAWS W SAwm7t 632.5

Lo

m/goli & 1% Bu7} 0.576 ar/g (p/p° = 0.977)0] T}

20 mL wv}o] Lol A, 0.64 g(3.9 mmol)e] DVB(80 &%, ¥4 59), 0.36 g
uho] A2 4E) 2] BPOE 9.00 g9 oMMEYE-(ACNN) Foll &3fiAHAT. T34 &*é%~ ACN F 10.0 FZ% 13
S HMRow, 9 EFE(51.2 T2%9] DVB, 36.0 TF%] MA, ¥ 12.8 FTH%9] ~EH -3 @A) 2 2
Zpo] BPO(HFAEL & FHE 7|For 3HE IdFade. T A4S k|

ojojA, A= e F4E& Yl 95T Rz Lﬂoﬁﬂr %%“é e
detqitt. FAE Wy AHES F o 9 %
315 mLo] ACNS ufo]de] H7FsIity. wAlE A2 oﬂﬂ 1A 3F %OJ ACN =9
ol el o3 whEletar ANNS®E AHSIATE. AL 20 mL ARo]del Wil 15 m 4 ACN% H}OPELOH A7rakait.

pZs

8 o

ol
g
o x
ol

o
Kl

a>
Z
HU
R
2
of

o

DAE U AN Fol 4. wAS bl AF olvel ofs) welshn ANSE AHFAL.  oloA,
DAE HAF FHAA 95CAM A Bk AzAAG. o ARE ok FHe| oa) AFAS W SAwt

397.5 mz/go]i Z 71% F97} 0.232 cn/g (p/p° = 0.980)°] AT},

4 22 A=A, 4.39 g(27.0 mmol) 2] TholR]IWA(DVB)(80 5%, &QE& 53), 1.65 g(16.8 mmol)2]
A BEFEEMA) 2 121.4 mg(501 wlo] AR E)S] Mz ﬂi*}O]E(BPO)E 8.1 g9 MEK Sl &3ir5 ).

e é*é%_ MEK & 75.0 %% 1¥&ES 7HRow, dgd EFE(B8.1 5% DVB, 27.4 FZ%<] MA,
14.5 %o 2d-7ad d=kA)) 2 2 T35 BPO(GHAEY £ FFS J|Fow HE THET.
EPES 107 st AaE WEDSIGTE. ololA, A= F4E %ﬂ 95Ce] Bzd Wolrk., olfd &2
A 17AIZE Fot T3 EES bkl 9 A Ee] PAEHAeH, ofE M Al o) wsta,
oA MEKZ A3t 2AS 4 &4 2o Wi 100 mLe] MEKE 2o H7bsigitt. nAE AL 1
b S MEK Fol AA stk nAE oA 2F ofFel oF) dElsta MEKRE AFHSIT. IAE 4 2
Ak2e] ¥ar 100 mLeo] MEKE A2o] H7bshdivh. nAE k4w MEK ol AXsdet. nAE oA dF o7
ol o) “elsta MEKZ AF3IATE. oloiAd, mAS mRF dloll A 95Tl 8AIZE B AxAIAT. o] A

l2a E2o ola) AANLS © SAy7}t 475.3 m /go] T 718 B37} 0.413 cn/g (p/p° = 0.976)°]

off 12
=< )

}1‘

O{N

o

o

it
i
o
ofji

A 8:

AN e 39 FRA ARG AFRAANODE Ak, o FAGORE, 3.5 g(87.5 mol)9 FABhIE

FONON S 4 22 AZolA 60 nlo) AL NeO) ol aAZTh. o] golo] Axle] 39 0.50 go] ATA
50 AR Ak, ol of WA FIA ARE 58.1 F2%e] DVB, 27.4 F%e] WA, D 14.5 £
wel 2Bl GRAE FHohs BFA SHREIH AxHATh. olold, Aze] FHL Y 0T ®
dzol WLk ol d FAA 1843F Bok o] AEAL Ak, WAF AF olstel o8 westy B
ez ARt nAE 4 QalradcDE Fasdt,

I

il
\]
o
=]
-
jur]
=
2
2
2
ol
R
jur]
=
2
2
o,
ii
E
=
o
O
—
=
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[0092]

[0093]

[0094]

[0095]

[0096]

[0097]

E=0dl 10-2307437

Olﬂ

AAE 308 B A HCL Foll AASITE. aAE Tl WE ool o3
olo} A, mAE nAF oA 80T = HEAAT. o] ABE o=

7} 359.6 m'/goli & 71% B37} 0.359 ar/g (p/p° = 0.978)°] 2t}
o

T 18 AAe 3 9 AAe 8ol thgk of= 2 FA TS e FE T A4S fAEH, E B
FE 0.1 Pvke] Ao b elA dEd FEE BHolFa 9l ol 3 AEo A mav|E JuS 2= )
29 vtk oF 0.2 Ul o 0.89) Al 9 MSllA F AR mFol disl R bl Fol oA
o A&E AHAH F7HE Warld JAdS vebdo

% 2% 7% 27 PxY old@ AN Fbw FuA@T. o mue Axd 3 % Axd sl W 71T F
(F2E&) U 74 x¥de zxeltt. o] dolHe Aol Hd 6 mm(H=rE)S] 7| FEd g 7 4lF
go] 2 Aol gl vAE dx 3 o]2(NLDFT) Rdllell oaf ©a &3 7|35 oA 77 ° KellA o=
& AREske] A "R g o]Z(DFT) Al ofk F3 Sl WAl Z1ZFnh. DT EEE o A Al
714 =] vl F#[P.A. Webb and C. Orr, Surface Area and Pore Structure by Gas Adsorption:

Analytical Methods in Fine Particle Technology, Micromeritics Instrument Corporation, Norcross, GA,
pages 53-153 (1997)]. o] B o zr¥, ekl BET H|EW A o] vlA7]go 2R 7]¢ldn}, X3k, o
Jhel A gol| ek BET v FHA Y A9 504 6 Lh=rE muke] A4S zkE= 7]Fol 7)eldt}.

Hnlg) 1:

Cﬁ

4 22 A2oA], 2,14 g(13.1 mmol)2] DVB(80 &%, 3HE& S+), 1.61 g(16.4 mmol)2] MA, 2 75.3 mg(311
o] A2 8) 9] BPOE 71.25 g9 EtOAc Toll &3/ AT, S84 2AES Et0Ac 5 5.0 3% LI ES 7o
o, oA £FE(45.7 %] DVB, 42.9 309 MA, E 11.4 F%0] 2EA-HFF wFA) 2 2 F%9
BPO(HFHFA S F %S 7Ivo= 3HE dFsdtt. 38 =AES 102 s a2 sEHs. o]
oA, AZel F4S Wi 95C9 Hexd YWtk  FFE 2AES olyd FRoA 17ARE B
Zhdskgint. FA4E N AAES AE A os wElsta EtOAcE MFHE ST, TAE 4 22 A2 ¥
I 100 mLY EtOAcE Ao #H7bstgth. TAS ALolA 1A7F Bt EtOAc Fol AX|stdtt. 2AS thA
2 ES

=

= g 4 22 A2 ¥ 100 mLe] EtOAcE FH7IsIAtt.
AAE S EtOAc ?r°ﬂ AT, AAE thA] I ofdel] oal] wefstal EtOAcE A H T, ool
LAE e SellA 10T st ARAZT. o Ase o= FHl o8] AU w SAyn7t 518.6

m/golal & 7] Bu7} 0.495 ai/g (p/p° = 0.977)]2T}.

Hlald 2:

4 &2 220 A, 3.5 g(87.5 mmol)9] NaOHZ 60 mLe] MeOH o &a|Az . o] &o] vl 12] 0.50 g
THA ASE HUrsIATE. olojA], A2d F4E " 80T Egzd ATt olHd F2olA 18Xt F
Qt o] et S 7rEsEitt. IAE T oo o) dElsta gol2gE AAHS . IAE 20 mL vlol
of Yar, npo]dke] MWk 0.1 M 4 HCIZ FHGT. 2AE 308 &< 4 HCL Foll A=A Wﬂr LA
£ ] T oFe o3 dsta golgE AAS . olojA, IAE 1T 3tollA 80ToA 3FEut
AZANFT. o] ARE o2 FFof 93] A24dS w 54715 BET vlEW4 v da3xg 284 godt).
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