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——(CHy, \ 7o (Al);
o

—(CHy)¢ Y) (A2)
(X)7-g
0] —|—
—(CHy)q \ /
e (A3):
0 (X)S-e
\/\]
L
~
— 5 (A4)
2 o] R ToZHE MEE

ol 7]l A,

d 1-6 Abole] A%,
et 1-5 Afole] A%,
£ 1-9 Aol o A,
g 17 Aol o] 4,

¢

X= fl:—/l\—, Z]ﬁ] E= T']i‘;qf‘kﬂ (Cl—Cﬁ)?:_}Zz], E]E%/‘](CFCM%L@ nﬁ] ﬁ%—?gi(CrCﬁ)‘Qéi—‘?—H /}jE”,E]I’.,

Y& S|EFA] = opAlEAIR], A (1O GFAS

B

g,

A 2 oago] okelel] 9lo], A (AD), (A2), (A3) i (AD)9] Z71E i3dhe= 2 (D9 Age dFAE
H B %

A el sfo] g o] THAE A el 7hesi.
oo mohE el glo], ¥ Wl FA= AR Adelstn 7 2] (1TMHE Yehdes sk o] ibe] vk
B9E FhE EFsha, 4] wEeele 4 (1D o SRR E s,
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[0080]
[0081]

[0082]

[0083]

[0084]

[0085]

[0086]

[0087]

[0088]

[0089]

SIHSd 10-2018-0059805

\;é Rs Rs
Rg R¢
:LLL‘ R; R,
PRy (114 PRy
A7) A,

~nne = EUE WEGes Adeht 9AE veha,
pE 0, 1 = 29] ol

Rs, Rs, Ry B Ry HHHL

m
4
B

A e A (C-Ce)EE, SI=FA(CC)EE, HEF2R(CC) Y
4, EZAHEZFOLZ(GC)EAWCCEZ, (GCIANEFELZD, (G C)RANEFELD, (G-CEZANZESY
A, (CCpotd, (CoC)otE(CCHL A, FHEZFLZ(CrCp)old, HZF2R(CrCpotB (LR, (G5
Co)dlH =k, (C-Ci)dlEHZoFE(C-C) LA, S| =FA, (CC)EFAl, (CC)ANZEZLEFA, (GG HIAZ
, (G CWEFANZZLFA], —(CHy),~(0-(CHy)p) 0~ (C-CHEZ (a, b, c& 14 Apele] AF), (G
Ci) o FESA(C-C) L, (G Cip)FE 2l SAN(C-C) L, (G Cip)obE A, (CC)dH 2o A, (Crm
ColotdFA], 22 2 (G-Co) EZCO0Ry (Ro= 74 EE (GCp)¥Z) & e,

2

2 o] dF HAAFE oA, B Iy
= BA4 (CCp)EZ, =FAAAE

(CCNY (ax 1 EE= 2, bE 244, cE=2 &=

lo
ofi
%
)
rir
o

rir
[e]
o
k1
&
b
=
&
rlo
u[iy
jint)
)
o
frt
¥
b
>
h3
i

el
to
fe
[kl
w
i
=)
i)
S
e
)
I
ue
my
Iy
(@)
jm}
(3]
g
«Q
L\Jo
=
PN
(@)
jem}
oo
gy
7
o
L\:JI:
<
)
7

g st gol, B Wyl FFAE AwHor A4 (D E: (1D UFAE Holx sht Tgwh. o
oo FEAE, A2 Fld 4 (D % (DY GFAS sht ol¢ LPAE Forl, uFA 2¢e &
F g e Ansl gk 2 owel ANFE 3 st Qold, ® wel FFAE 4 (D] 55d wEd
9 27 o1y, 4 (IDC] BFAE Ao sht olde mgarh. B wye] wrpE AAFeeIME, B 1
o FHAE 4 (D2 558 w3el 2 o4, 4 (De] B2 Holxw st o] 4e xeha)

o O
-
N
it
-
o,
)
L o
Iy
:Oé
ot
o

e

WA O R Ry, Ry, Ry, Rie® HYHE 745 X37|e, FoHom "sumgtd" ]
717F, dlE B A (D9 wZAe] 2ole 2 ()Y 7|24 e AE o .

o], " EZIPU" T C-Cyp &Z7], oFH7], ol Y], UFHY], AFE2LYY] EE FJHEZ LA
¥t giEFel dZAVIEE vd, dY, T, o|aXaed HY oliAXE ) sec-HH, tert-%H,
A, vedd, A g 298 wd gAd F& 5 F oy o

A712+= olgntg | AZRFdE, AZRIEH, ANEESY 58 5
o722 Hd, UYZdE, AdEHAL 5 T Jor} ol A . s

I HUE T8 5 F Ao oo dAGHA = ZErh. ofgdY, Aed =2HAVE AFE R Yedl, o

= T
B Fh AR T Aok suE, dF 5o (C-GpeA7], Frddr], HEeddr], ofd7], B/Es AE

I o

29472 dARY. dEd A8 NF2RD2E 4-REA22as svdgolind 52 5 5 9
o gEAQl AR ofr|Ri 4-t-reud So wath

A (Dol tehlle =2Rreuy w3 4% g olgsted 4 (V9 71 FAss B wye) FFAS
FAT otk A7) wEuaE G4ss daA A RE,
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[0090]
[0091]

[0092]
[0093]

[0094]
[0095]

[0096]
[0097]

[0098]
[0099]

[0100]

7 2ava

4-(2-(M A EF2[2.2. 1] E-5-¢1-2-d) o} &) Hd o}AH o] E (NBCH,C(0)PhOAC);

(0]

2-(HINZFE[2.2.1]1FE-5-4

OH

ZIHS3d 10-2018-0059805

-2-9)-1-(4-3)| =5 A7) ol gk-1- (NBCH,C(0)PhOH) ;

OCH,

7 2ava

4-(2-(MAZ2[2.2. 1] E-5-Q1-2-L) o} A & )-2-H| Z A Hld olA o] E;

o o

2-(M A Z2[2.2. 119 E-5-21-2-90)-1-(4-3] E 5 A]-3-5] 5 A o) ol Bh-1-&:;

o USA0N

A-(AE22[2.2. 11 P E-5-d-2-Ld ") 3 d) (4-3| =F A3 D) v B} <=

0}

O

OH

OCH,
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[0101]

[0102]

[0103]

[0104]

[0105]

[0106]
[0107]

[0108]
[0109]

[0110]
[0111]

[0112]

[0113]

ZIHS3d 10-2018-0059805

(A ZZ[2.2. 1] HE-5-41-2-U)-1-(4-3| =5 A ol ) T2 3h-1-2;
o
OCH,
OH

(A ER[2.2. 11 E-5-<0-2-U)-1-(4-3| =5 A -3-w| SA 3 ) T2 a-1-2

OO

2-(RAIE2[2.2.1]FE-5-A-2-2)-1-(4' -3 =ZA]-[1,1' -8l #| D ]-4-L ) ol EF-1-2;
(7 M )<
) oo,
2-(AAIEF2[2.2. 1] E-5-¢1-2-U)-1-(4' 3| =5 A|-3' -H| EA|-[1,1'-0]Fd | -4-L) ol gh-1-2;
(o)

OQ OH

2-(MAE2[2.2. 1] E-5-4-2-U)-1-(6-3| =FA| 2 & el -2- ) ol gh-1-2;

@

OCH,
2-(FAZF2[2.2. 1] E-5-2-2-2)-1-(6-3| ZE2A-7-H| EA L} &2l -2-A ) EF-1-L£ 0.2 o] Fojx] FOZRE
AeE dFAE & 5 o, o7l dHHA= &t
npzzkA =2, 2 (1D 7F Yehl & Eiékﬂﬁé A o] 4% P E o]8ste 2 Wyeol FIAE IH4TE
ATH 7] MEDAE Pt TEAlY] A RE,

CF,

OH

CF,
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[0114] 2-(HINZF2[2.2.1]1FE-5-d-2-9€)-1,1,1,3,3,3-NZF 0 2 X Z7-2-2 (HFANB);
F3C OH

@/\XCQ

[0115]

[0116] 4-(HAZE[2.2.1]1FE-5-¢1-2-9)-1,1, I-Eg| ZF o2 2-(Eg]|ZF ¢ 2 d) 1 E-2-2 (HFACHNB);

OH
CF,

[0117]

[0118] 5-(RIAIZZ[2.2.1]1FE-5-2-2-9)-1,1,1-EZ| EF 22— (Ed ZF 2w e ) #Ee-2-2 (HFACHCHNB) ;
@/\Cozﬂ

[0119]

[0120] 2-(HINZF2[2.2.1]1FE-5-d1-2-) o} EAF (NBCH,COH) ;
@/\/COZH

[0121]

[0122] (AN ZFE[2.2. 11 E-5-d-2-d) Z =2 2F (NBCH,CH,COH) ;
@/\/\CozH

[0123]

[0124] 4-(ANEFZ[2.2.1]1 P E-5-¢1-2-) F-&-2F (NBCHy,CHoCHyCOH) 5
@\O/CHchzoAc

[0125]

[0126] 2-(AIAE2[2.2. 1] E-5-d-2-Ar| EAD) & o}AE| o] E (NBCH,Gly0Ac);

@/\O/CH2CHZOH
[0127]
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[0128]

[0129]

[0130]

[0131]
[0132]

[0133]

[0134]

[0135]

[0136]
[0137]

[0138]
[0139]

[0140]

[0141]

[0142]

[0143]

[0144]

ZIHS3d 10-2018-0059805

2-(RAZF2[2.2. 1] F E-5-<-2-Ld | EA] ) o EFS (NBCH,G1yOH) ;

@/\ (CH2CH20)2MG

5-((2-(2-H A A EAD AN EADHE )R AIZZ([2.2. 1] E-2- (NBTON);

@/\ (CH2CH20)3MC

1-(MAEF2[2.2. 1] E-5-¢1-2-2)-2,5,8, 11-H E&-ZALE 8|7+ (NBTODD) 0.2 o] Fojxl oz RE Muls uhef
AE & F Jdoy, 7)o +gHA = ger.
21 (11)9] SAe] W Sapy, 2 dyo] F3A JAox 2d 5 dv 4% Ve SF=FA=e,

5-HE R A ZF2[2.2.11FAE-2-21 (MeNB);

5-FEHIAIZR[2.2. 1] B E-2-21 (BuNB);

@/C6H13

5-AARAIZZ[2.2.1]1E-2-9 (HexNB);

@/CSHU

5-SEHIAZR[2.2. 11 E-2-21 (0ctNB);

@/CIOHH
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[0145]

[0146]

[0147]

[0148]
[0149]

[0150]
[0151]

[0152]

[0153]

[0154]

[0155]

[0156]

[0157]

[0158]
[0159]

[0160]
[0161]

[0162]

5-Hl AR A EF2[2.2.1]1FE-2

b REIRS I =

[

1,2,3,4,4a,5,8,8a-< B38| =2 -1 ,4:5, 8-T) W e} =1L} =€kl (TD);

HAGHAEF2[2.2. 1] E-2-4
2,118 E-2-9 (BzNB);
2[2.2.1]8E-2-<1 (PENB);

@/\OAC

HAIZR2([2.2. 1A E-

oL

5_

@,
|

—o]

Rl

2-(H A ZR[2.2.1] P E-5-1-2-2

®

o3|

F

(DecNB) ;

-dmg

d)

-3l (NBC4Fy) ;

-<l (PFBNB);

(PFPNB) ;

olAlE| o] E (MeOACNB);

hyA

ZH-2-

< (NBXOH);
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[0163]

[0164]
[0165]

[0166]
[0167]

[0168]
[0169]

[0170]
[0171]

[0172]
[0173]

[0174]

[0175]

[0176]

[0177]

[0178]

[0179]

ZIHSd 10-2018-0059805

5-(3,4-T)=F 2 A)u| A EE([2.2. 113 E-2-4 (NBCH.CeHsF2) ;

5-U-(EZZF 2w el n A Z2(2.2. 1] E-2-<1 (NBCHCsH,CF3);

S-((AZFo2Hld)dD)uAZE[2.2. 1]HE-2-a1 (NBalkylCFs) (p= 1 (H€), 2 (dg), 3 (Z==), 4
5 .

2,2,3,3,3-HelEF o222 HIAEZ[2.2. 1] E-5-¢-2-7} 252 o] E (PFPrCNB);
(6]

@)]\O/CHzcsFl 1

HEFoZAEWE RAZFE[2.2. 1] E-5-<1-2-7t2E A o] E (PFPMeCNB) ;

(0]
@/u\ o~ (CF,);CF,H

1,1,2,2,3,3,4,4-SEEF o 25 d HIAFE[2.2. 1] E-5-<l-2-7t 25 e o] E (FOCHNB) ;

o

(DR

HIAIEZZ2[2.2. 1] E-5-d-2-dve

5

Z 2o 2L e o o]E (CPFACNB);

5-((1,1,2-EgEF o2 -2-(HEF L2 X2 I AN A EADHEDHIA Z 2[2.2. 1] E-2-<1 (PPVENB) 55 & F

il

A7 AA e dolA, 2 de] FEAE TS HA eI,
2-(MAI 2 2[2.2. 11 E-5-<0-2-)-1-(4-8| =5 A 3l ) ol -1 (NBCH,C(0)PhOH) % 2-(HIA 2 =[2.2. 1] F E-
5-q1-2-4wle)-1,1,1,3,3,3- 3 EF L2 T 2 3-2-& (HFANB) o] &5 34,
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[0180]

[0181]

[0182]

[0183]

[0184]

[0185]

[0186]

[0187]

[0188]

[0189]

[0190]

[0191]

[0192]

[0193]

[0194]

[0195]

ZIHSd 10-2018-0059805

2-(MAER[2.2. 1] E-5-A-2-9)-1-(4-3| =FA| 7 D) ol §k-1-> (NBCH.C(O)PhOH) % 4-(HA[E=[2.2.1]FE-

5-dl-2-9)-1,1,1-E8|ZF 2 22-(EgZF e 2|8 Y ek-2-& (HFACHNB) ¢ &5 &A);

2-(AIAIZ 2 [2.2. 1] P E-5--2-Y)-1-(4-3| =F A 7 D) ol &F-1-= (NBCH,C(0)PhOH) % 5-(HAEZ[2.2.1]HE

5-q-2-9)-1,1,1-E8| EF 0 2-2-(EgZF e 2 e) sl eh-2-2 (HFACH,CHNB) 2] &ZEA;

2-(MAER[2.2. 1] E-5-A-2-9)-1-(4-3| =FA| 9 d) ol §k-1-> (NBCH.C(0)PhOH) % 2-(HA[E=[2.2.1]FE-
5-<ll-2-) ol ELE (NBCH,COH) S &5%A;

g

2-(H A Z2[2.2. 11 E-5-q1-2-)-1-(4-3| == A D) o] &h-1-& (NBCH,C(0O)PhOH) % 3-(RAZ&[2.2.1]1RE-
5-<l-2-91) L 2 3AF (NBCH,CH,COH) &) Z-F3A];

3-(HAZ2[2.2. 1] E-5-4-2-Y)-1-(4-3| 2 A H| D) =2 7}
2-(MAIZF2[2.2.1]1F E-5-d-2-dHE€)-1,1,1,3,3,3-FA=ZF

1-&
S’_EEEL -2-% (HFANB) 9] &%&A);

2 A-2-9)-1-(4-3|E2A D) 22 d-1-& 2D 4-(HAZZ([2.2.1]FE-5-d-2-Y)-
1,1, 1-Eg|EF o 2-2-(Eg&F e 2v ") FE-2-2 (HFACHNB) 9] &=

A-2-U)-1-(4-3| EE2A A Z2H-1-& = 5-(HAZR[2.2.1]AE-5-¢1-2-)-
1,1, 1-E8| 232 2-2-(Eg|EF o 29 e ) Al ek-2-2 (HFACH.CH:NB) o] -&Z &4,

(A ZR[2.2. 1] E-5-¢1-2-)-1-(4-3|=FA D) Z29-1-+ ZL 2-(RAZFZE[2.2.1]F E-5-<-2-Y)o}
A EAF (NBCH,COH) @] &% 3HA]; 2

3-(HAER[2.2. 1] E-5-A-2-9)-1-4-3 =2A| D) T2 F-1-2 L 3-(HAZF2[2.2.1]FE-5-d-2-Y) =
=34 (NBCHACH,.CO:M) &) A= o] Folxl Lo m e et

T O AAge ojA, & dye] F3AE YT EAeH,
2-(RAE2[2.2.11FE

-5
d-2-dwe)-1,1,1,3,3,3-
(NBCH,CO,H) & 2F¢1=8k4);

-al-2-2)-1-(4-3| =2 A 7 d ) o Ek-1--& (NBCH,C(O)PhOH), 2-(MA|Z&[2.2.1]H E-5-
ANEFRLRIZR-2-% (HFANB) 2 2-(HAZFZ[2.2.1]FE-5-d-2-A) N E
2-(MNEFZ[2.2. 11 P E-5-4-2-Y)-1-(4-3| =ZA] A d ) ol &-1-2 (NBCH;C(O)PhOH), 4-(MAEZ[2.2.1]FE
2-(Eg|EF o 2vY)Re-2-% (HFACH,NB)

2-) oA EAL (NBCH,COH) &) AHA53HA);

)

A-2-4)-1,1,1-Eg EF =2~
2-(HANZFZ[2.2. 1] A E-5-ql-

2-(MAIE2[2.2.1]1F E-5--2-Y)-1-(4-3| == A H d ) ol ¥F-1-2 (NBCH,C(O)PhOH), 5-(RIA|EZ[2.2.1]1FE-5-
|el) A ek-2-8  (HFACH,CHNB) % 2-(MAEE[2.2.1]3 E-5-<l-

2-(H A E2[2.2. 11 E-5-q1-2-9)-1-(4-3| == A H D) o &-1-& (NBCH,C(0O)PhOH), 2-(RINE&E[2.2.1]HE-5-
N-2-A W E)-1,1,1,3,3,3-8X}Z2 022 gd-2-2 (HFANB) 2 3-(RIAZZ[2.2.1]HE-5-¢1-2-) T 2 7}
( NBCHQCHQCOZH) o] AHASFAl;

—(RAIE2[2.2. 11 E-5-a-2-Y)-1-4-3 ==/ Hd) Z2H-1-2,  3-(HAFE[2.2.1]FE-5-d-2-Y)=Z=
2 (NBCH.CH.COH) 2 2-(HJ A1 E2[2.2. 1] E-5-d-2-dHE)-1,1,1,3,3,3-8ZF o 222 d-2-8 (HFAN
B)o A5 EAl;

~(HAIZFZ[2.2. 1] E-5-¢-2-A)-1-4-3| =FAH D) T2 H-1-2, 3-(HAZZ[2.2.1]FE-5-4-2-
2 (NBCH.CHoCOoH) H 4-(MAEZ[2.2. 11 E-5-4-2-¢)-1,1, 1-EZ EF L 2-2-(EgEF o 2re)
(HFACHNB) 9] A+ 5 &HAl

)
2_

rﬂ ru9
fio HU
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[0196]

[0197]

[0198]

[0199]

[0200]

[0201]

[0202]

[0203]

[0204]

[0205]

[0206]
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F(HAER[2.2. 11 E-5-d-2-A)-1-(4-3| =FAH D) T2 F-1-2, F(HASFZ[2.2.1]FE-5-4d-2-
FAF (NBCHoCH.COH) ® 5-(BAIEZ[2.2.1]1F E-5-2-2-9)-1,1,1-EgZF o2 2-(EgZF o2 e =

%

rﬂl ru9
o U

(HFACH,CHNB) ] AH1 - 3hA] ;B

2-(MAER[2.2. 1] E-5-A-2-9)-1-(4-3| =FA| 9| D) el k-1-= (NBCH,C(0)PhOH), 3-(H|A|Z2[2.2.1]FE-5
AM-2-) ZZAF (NBCHCHCOH) 2 5-((2-(2-H| EA o F A ol HA] )l &) -H A S 2[2.2.1] ] E-2-91 (NBTON) ¢}
AAFHAR o] Folxl Lo RFH MEHr,

T ooE AAFE oA, & EEe FHAe

2-(HAE2[2.2.1] R E-5-41-2-%)-1-(4-3| =F A d d ) o &k-1- (NBCH.C(O)PhOH) % 2-(BAE2[2.2.1]FE-
5-dl-2-dv€)-1,1,1,3,3,3- AN EF Q2 X 2 9-2-8 (HFANB) 9] F5 Al

2-(HANZFZ[2.2. 1] E-5-41-2-Y)-1-(4-3| =2 A H ) o E}-1-& 2-(H A E2[2.2.1] N E-5-¢1-2-d W& )-
1,1,1,3,3,3- A F 2 X 2 3%-2-8 (HFANB) ¥ 3-(MAIEZ2[2.2.1]1FE-5-d-2-U) T2 74F  (NBCHCH,CO-H)

o)

2[2.2.11AE-5-4-2-2)-1-(4-3| =ZFA] 7 d ) ol E--1-2 (NBCH,C(0)PhOH), 3-(RIAIEZ[2.2.1]FE-5-
2 (NBCHCHoC0.H) H 5-((2-(2-w BEAJ | FAD A EADHE)-H A S Z[2.2. 1] E-2-<d (NBTON) £]

=
AmiE o)Folzl EownE A

I

Auroz, B owwel FPAL AY Bopld FA Wyom zASH: Ae| sbsath. A% Hof, ¥ WA
Aol A A (D] S olgel SRS A (DS Aol% el pas B Sasd 4 (h)
()2 Vehbs 7 gga) wsee s gaehs ¥ 9yl 3342 943 5 dvh, dugont ud 27
FHEE ANHT 4FF Ao FEE) T ANA, JSHA UA TE BebES A§HA B wwe] S¢A
g P4 5 k. FFS Asks §uE Agstel G ZolA AANE 1, AN (in mass) AN
#oh.

oo FIAE PAsE 2 (D)9 sk oo dafAlet 4 (1D9] 3k oo degae] Hu|d= 53
A gk 821:}. uEba] 2 ool FEAE v oz A (1A)°] RHETRIE oF 15%°F 99&5% X384l Hrt.

9= A (1IA)9] st o) o] whETrejo] 3ol A e, waepx, dF AAIFEH] glo] &
kg o] %%%iﬂ—z 21 (TS 2 (TT1A)o] wWHEw9]e] Ex7F 9F 1:99~99:10]W, HvhE HAIFH oA =
2:98~98:2¢]tk. AF AAFH lojA (1A)eF (11A)9] E¥]E= 5:95, 10:90, 20:80, 30:40, 50:50, 60:40,
70:30, 80:20, 90:10 & th¥strh. o]} miriA|®, B Iyl FIAE 4] (1A) v (11A)9] o= wbao
AE vgsHAl 28kl e ALTEAAE Fom, o] A5 wHETe|e] EH|:= 40:30:30, 40:40:20,
50:20:30, 50:25:25, 50:30:20, 50:40:10, 50:45:5, 60:20:20 % T¥sHA YERATE

g wish ol B el Faole 4 (107 Ykl wEwsle S59 967} s
9NgE % shel glold, ®owdel FRAE A (107 el wawsle) JHE & AN e

& RolA, B wdel AL 4 (107 Jehit wEdgel 553 dus T
JgEel A, ®owne) FEAE 4 (107 dels dEuse 559 duE
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o wSEFHES 0ColA 3083 ﬂﬂ%}ﬂ Aol HEE FU. e‘%oﬂﬁ 2A1ZE Foh wwket & SR
(aliquot)& WHg7]ol A AASL Ao ddol FAZ F, 6N HC1S o] &3ke] pH 1-22 AHAsA L. 1 A3}

Q4o E5 MSHARES 6Lo Aeuiel R 1.1Le) B4 K0 EF HC1e W& DR AAsAAY
3 ;2o MeOH (3.5L)e] &3laich. 1& NeOHG NS =Ae &
(L7D2 g4ska, Fas 1T J7Rn. 7 Ax 2L A4 A4S o3z 35 HPLCR
BASST. ERE 075500 A& A AYGT50)& e NeOH 2,510 AT, BYEE 83} oD
&9 EEAA AdRsstel A4 AYAA27.8 (FF 6685, HIC £ 93,60 AHATE. NR % MsE F
7} At AR §IHEL 187~190C L},

s
jm]
4
0
>
o,
2
R
o
=
o
)
il
o
b g
J,ﬂ_

o

BN

ool =7 sl HPLC #4418 AAegtt. Aw: Restek Pinnacle C18, 150 x 4.6mm; ©]54F(Mobile
Phase): H,0 W] MeOH + 0.1% TFA; +w: 2837t HO o] MeOH 5% (0.1% TFA), T o]o] 20%-o] ZAA] 5%l A

100%% A5, 8%7F 100% wA1; % 1.5mL/min; 254nmellA #HE (WD); AFAIZF: 7.758%

o
FIES
28l 2> 4ol EA] MlzY F2e=: A7) wHkk(stir bar)9t EAFEATVF AE —:‘;—%—713 )3k 5L50] RBF
= 4|3}, RBFOl| 4-olAlEA] wlxAF (217.8g, 1.2 mol)e} A2 73 SOCL, (1438.3 g, 879.7 mlL, 12 mol)

E ARk, EFES sk ~80THlA 3A1ZF Ft HE RIS, tirldE stelA dStEedS FHEHY
A A g A% E2q 600l A7}t E2QT A8 S0C1L,S 72t stolA] =Rt AAT T, A =

5
£
AL A W wEs T 2L % (bath temperature) 65ColA TR F ol HFA o2 AXxste] GC L NRE =4
3 2%7) >00%9) 4-obAEA MR FEE T 236.4g (58 98.59)2 ATk MS, H L C MRS PRI} Ux
st s =S T4 25l ARt
th&ol 270 FtellAl GC A4S AAETh Z9: DB-AMS, 25 m, 0.32 mm id, 0.52um 95 Rl 30TC/%
C 53 300CAA FA; F9471: 275T; AZE7]: 350C (FID): #FAIZE: 4.349%

2

28 3> el =/ A-NBCH,C(0)Cel,0Ac: MR, 78 Zd7], AAFAF, 7IAudt7|E AH)dk 12L59°] RBFE

EHstth. RBFE THF (AZEv) 700nL e BEsh 2 E(LiBr) (237.7 g, 2.74 mol) &2 A§] F@ o
% Ak ©]olA CuN (1.37 mol) 122.6 g3t THF (AZxEw)) 1.5LE FH7beta wheEqdes wwawa -20
TR W7z, "7hE ZU71E o2/ AE-NBCHZnBr (BASFAR, 1574.1 ml, 1.3 mol, THE telA 21wt.%)=
A3 CuCN/LiBrg -20T~-40Coll A 455 AH AM3 drbetgith. o 23 ojFe 224 gog A},
HREERES 24 2A 0T7HA ElR. WSERES tA] 25T WAstal e 4-opEA ixd 2
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[0289]

[0290]

[0291]

[0292]

[0293]

[0294]

[0295]

[0296]

[0297]

[0298]

[0299]

SIH=3dl 10-2018-0059805

2= (236.4 g, 1.19 mo)E MNess E3) @7}6% THF 200mL = 201"%01] ﬂﬂ -25C~-5TColA AA3sA T}
O Ad AFA I E AU, oJojA Ht SHE

o, SRS ¥3F NICl: NHLOH(EE)(9: 12 %%Amz MIBEZ 3
87.6%, *»==ZH®H =24l (norbornane) FAHEL 4.6%%om, WS ¢
NH,Cl: NH,OH(E3)(9:1) 4L2 FA7]aL, MIBE 6L & 3| Asgt). 3

oJ3}slal “(phase)S ®2l8Fth. /3 (aqueous phase)S MIBE(2 x 2L)& FE3IATE.

NHOH(E3)(9:1) (2 x 2L), olojA 9A<:(3 x 2L) & AlAs L SAUEFOR Axd 5 ofisla, 3JHdTEA
713, FERLE 65TCoA 13E st & ¥ o Azt 1 Ad, AwdA Ho]xE FH dANE
(crude product) 264.3gS LA},

AN E264.3g5 CHCl, 500mLoll RajA]7] L Aw]7hA 265g0] FZA AT CHCLE 1AF sloll A AAsL A

gﬂﬂ of kel Fek(20L), e Wl 1% EtOAc (20L), e We] 2% EtOAc (20L), Hgk o] 3% EtOAc (5L),
g U] 4% EtOAc (8L), gk o] 5% EtOAc (8L), &k Wje] 6% EtOAc (4L), g u°] 7% EtOAc (8L),

% el 8% EtOAc (8L), #&F W] 9% EtOAc (8L), &k ue] 10% EtOAc (4L) = &k A7 2.5kgo =

AzvtEagy s Al B fAAdede] w5 Al FE2 218.8g (£66.4%), (2 ST &=

98.08%% k. NMR % MS&= F+Z7F A 3ksict.

ool =4 sfolA GC BAS AAEATE. A7 DB-5MS, 25 m, 0.32 mm id, 0.52um H=F; FHl: 30C/Eo®

=
75Tl A 300C, ©]F 583 300CAA A, =Y~ 275C; AZE7]: 350C (FID); AFAIZE: 7.243%

T AL A e

371e AAel 2 B owEe) A A BE glolh. owne] WFe) &3k JE 24F FHA AN &
A FAE ol getn HAT 2RBAL Uste] 2AGE o] Fsst

Ao 2

NBCH;C(0)PhOAc ¥H=53tx)

. BF4 (127.59),
3,

-5-q1-2-9 < E}
L EulE Hoh

A7) nlRkel AAFNT, d{-S571E g 50mL50] 5 A e Fg2aE SY6h

Ol EAL o’ (14.2g), AAld] 19 dm/A-1-[4-(FAEFAD AL |-2-¥AIE2[2.2.1]

= (25 g, 0.092 mol)o.Z YT}, RBFS Eslx vPBExﬂ NS N2 2087F AF¥E(sparge
)]

1|

)
71el A HEENS [5-S-(o0il bath)olA 40C= 7FEegitt. EFHEHY 7] shollA vl =-(A
7 (0.55g, 0.001lmol)& oFMEAL old (15.7g)o] &3iAIA YA Fuf &AS A8t Fof

A A wizbA] wgkekar, 25M1 FA7] el Hol whg Eekade] F{Ekivh. WeERES 40
e el Rth, 305 HAkS A (5.5¢) % W E2AH(6g) ] & W& 7lol Hrletar 2 A 4 o]
two phase) &€& 243 FF FUEE wNksGith. WREERES 500mLEo] wElAHIIE &

(50mL), o}y (20mL), 2-Wld THF (100mL)E ZH7FeFATh. ©]’dAl(two phase system)& 233t &d3}7
sto] 2719 Ao RHYHES vt FAS 2AAHA wHa §714S 2ol (3 x 100mL) 2 AA
TF. 10M NaOH (30mL)$F wleh& (30mL)e] +&N& 87| 37
ot &do] F A For BHHA FAHAFTS AAs
38t 49 1000mL s EHOS

[<)

)

o]

ol
ol
H

OFO

)

©
o

=
=

~
(o3
o

Bl 2 ox

i

10+7F &dshAl Wk (agitate)

Zo < (3 x 100mL) & MAGTE. 7]
5% HCl (30mL)Z 44 HA A 5402 849 pH7} >6.57F 2 EHWW
AAEAT. §714S 27 AEH(500nl) o] AAAA 1Y FIAE destn, JH2 v = [AF
shell Al 50C= 18A1ZF &9t AxAIZTh. 1 A3 Ax/dee] 3| A (off-white) LA 23g (F& 92%)S AAUT}.
GPCE ZA 3 AL ), = 17,385; M, = 27,734; PDI = 1.6°]31th

],
],

of
=
ol
o
=
oo
2

ol
_Il-n: o ¥@ & (T

o
4 o

L L

of #3 Aojtt. ¥ wHe] WFd &oh= Ve 4F T EAl

OfN
ol

[ez]
o=

thet HlE = 233 NBCH,C(0)PhOAc kAo HFANB ©kA| o] =335 ol&sto] 72t e3dAE IAIv=
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il

-

=, A 29 FAGE A 3TAXE Ao adlR wHESIGIT. 7 AAld 3~744] FAE F
es FASIY EE (methaolic sodium hydroxide) 898 o]8-3ko] Z+2F NBCH,C(0)PhOHZ 7143l
Ak, Z+ Abgleld & FEEA L EAS GPCE Fa, SlE 5 e d=kA vkEg9e] BEHlE o

NMRZ EA8HGATH. A Ao 3~7oA] 2291 hegA] o
Aelatalvt. AAle] 3~7e4 JFAE Z2te] FHAE

N\Y
o
o

of

FHl, H MR 2 GPeel S22
0.26N TMAH & Yol &3]z},

[0300] 31
e
4 i b
2414 NBCH:C(0)PhOH/HFAYB LRt
No. _
? FFH| R i N, DI
5 0 10 o1 9 14839 | 27,700 | 103 | %7
4 76 25 76 24 15,476 | 27,400 | 1,78 | %5.8
® 50 50 15 52 18,677 | 28673 | 1.pa | BL4
2 2% 76 24 76 19,310 | 20670 | 1.5¢ | %88

[0301]

[0302] sl719] AAle] 7~92 2 o] A[AFEA A #3I AR I AYUFTA= EA I dEAE 4A
Z3talA] gerh. 7E 4F AAEEA (2L 7 FEEA) gA B g WFe) &atE WA E o] &3}
o] zAE= Aol 7hesttt

[0303] Al 7~9

[0304] NBCH,C(0)PhOH, NBCH,CH;CO.H, NBTONS] A}l %34

[0305] thokdt vl &2 3 NBCH,C(0)PhOAc ©HeA], NBCH.CH.CO.H ©+&EA], NBTON ©@HEA|o] ZEES o] &3t 7z Ay
FRAZ AT HS AYstas, AAd 29 FAS AAl] 7-90| A% Aol fE wHEsIIT. zH A
Aol x dAE AAFFAS Wes FAJUEF §9E o]&sto] Z+7 NBCH.L(0)PhOHZ 7heisjataict. 2
Atgloll A A2 AdFTAe EAS (PCR SAsHaL, dld A4S e d&A vkt EH|E 'H NRE
wAsoTh, AN 7-99 A 21 @Al FFE, HNR L PCe] 4%, FFAY F&S ® 2% A
Ak, DA 7~90 4 FAH Z4zte] FFAE 0.26N TMAH &Mool &-siA1%

[0306] I 92

Za=

444 R Halat %

; HBCH.C () PhOH,/ NBCH; CH,COH /1B TON s
NG, T
i T H 1R M. M, PDI

it 826 | 17.5 | 30 51 16 33 | 31,572 | so.118 | 19 | &2
s 5 15 40 43 17 40 | 35740 | 65,104 | 1.8 | 823
2 40 15 45 30 17 4 | 18970 | 32617 | 17| 201

[0307]

[0308] Hlald] 1

[0309] NBPhOH®} HFANBS] %3]

[0310] 759 Bul2 299 NBPhOAc WAISH HFANB Bl 23HES o &dto] TEIAE FHBTE S A
ﬂi%, AA G 29 FAL Hlae] 1A% A agE BrEEdtt. dAE TEIAES WEs AU ER
gNS o] &3le] NBPhOH & 7Fri-alslit. a5 Aol EA4S PCE SAsta, ald F53A el vk vk
Hugle] =2 § MR 23T, 2 Ab, NBPhOH/HFANBE 22:780]91th. GPCol whzw M, = 24,381, M, =
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[0311]

[0312]

[0313]

[0314]
[0315]

[0316]

[0317]

[0318]
[0319]
[0320]

[0321]

43,917; PDI = 1.8°]At}t. F5&A] =82 94% T},

%33k NBPhOAc ©H&-A1 9} NBCH,CH,COH A o] 2

AAle 29 FAES vl 20| %E Aol IR RkE
F §9& o] &5l NBPhOH 2 7}l et tt.

TEHA ] 545 GPCE

ZIHSd 10-2018-0059805

FAE sTHAE HEE FASUE
=7star, g sFdA e Al

WEgele] Zu2 J MRZ BASth 1 A3}, NBPhOH/NBOHCHCOHE 73:270]9Th. GPCo] whaw |, =

6,369, M, = 33,546; PDI = 5.3°|3t}. &%

A Ao 10~14

A 2-69] TEAS] B 4=

AAd 2~62] FEAS TSI e WS
SHA

STk, AAlo] 29] FFx
H7)¢] 9w (amber) HDPE o)A E3ts}
718 37] 1.0ume] YId= tj==3 e

317k iB] HDPEW ol $=38ke] 5Tl e

EREERIPNSEIEY

% 3
A A1d] Mo, 34 244
10 7]
11 3
12 1
13 5
14 6
A Ao 15~21

Ao 7~92] A4F15FHA (NBCH,C(0)PhOH/NBCH,CH.COOH/NBTON) & v

ZAE /A 25 (formulation) & A& T}
Q

Ao 8~109] AFYE3HA =

FYA] F8e 8193,

ZAE/AZE
. oo wal TrisP-3M6C-2-201% 7 2 4%
oF ] dUd{gNANS AAEFTE. 29xE
tod AASATE. AR A AxES A

Jdl 10~149] F7A 2AE FAd 2183 F3HA

(formulation)® Z=A|3}

3 ge RS Ba) B Uyl 2% YA

farelge] Be 40%P6e] gL, 2

o] wa} TrisP-3M6C-2(5)-201, TrisP-3M6C-2(4)-201, Denacol EX321L, PEODGE, Heloxy 84, Si-75, Naugard

445, KBM-403ES} &7 A A3s 379 AWHDPE HolA &3tslqit). &3

e 1847 Bk 2E FAENS A4

A 2FUAR 1T 2] Loune] HUE G AANA e i sl cAsi34e] AASIsle. clst

T AxE:S 9 AR HDPEH Al 5

ol AHEE 2% Aol gaEolt),

3fe] 5CoA By
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[0322]

[0323]
[0324]
[0325]

[0326]

[0327]
[0328]

[0329]

[0330]
[0331]

[0332]

[0333]

SIHS31 10-2018-0059805

it 4
=R 244 1o | d4AA 18 | M4 17 | 444 18 | A4 18 | dA 20| M4 2L
i dr 8 a4 8 A4 8 HA4 8 Al 8 | Bald 7| dM4d o
58 T.5. (%) 30 30 30 30 30 30 30
Tr isP-3M6C-2(5)-201 26 26 i+ 25 25 25
TrisP-3M6C-2(4)-201 26
Denacol EX32 20 20 20
PECDGE 20
Heloxy B4 a0
5i-Th 3 3 3 3 3
Naugard 240 B B B & ]
EEM-403E B ] B & B

Hlate] 19] FF3A (NBPhOH/HFANB) €+ H]ale]] 2] &-5-3HA] (NBPhOH/NBCH:CH.COH) & vha3t 22 WS E3)

ool 7hg P 2AE/AZE(formulation) 2 ZASATH. vlald] 1 2 2 o TFAE FAtdlde] ¥
405299 &4, Feaol el TrisP-3M6C-2-2017 I A4 =719 4 HOPE WA EFaslct. £3=
= 1BARE E¢t 2 ddEde AYSAT. ddAE Ve A7 1.0une YdE "iaa FEHAA o4
35psi sfell ofzhete] AAST. A TFA AzEE AU EH HPER Ol =R ste] 5ToA masigict.

2 A4 22

sy A4

AArje] 10~21 2 Hlale] 3~4¢] FAgel wel AxF A 2= 1Y 2¥IY Wy T shE o] 8st]
Agket 7| 9ol WIS, Al 10~21 9 Hlad 3~49] ZAHES ARSI A OV ko)
FAT. AAd 10~14 2 vl 3~49] FHAH FZAHES, CEE-200 CB 23 FE (Brewer ScientificAb)olA 10%
7k 500rpm=, ©]o}A] 30zt 1200rpmo = =AY S F3| 27 126mne] A2 Aol (el FA: 725 um)ol
ZX3F Y. olojA 7S 100T 2] sk olEd 283F AX s AFEME AA(=ESF Ho]7F], PAB)To=Z
A 11.1pm FA19 s SAEA Y. w=3Ae] WF7E DekTak 150 &F 2] Z%Al(stylus profilometer)E ©]
&3t dEAx=EZ54 " (contact profilometry) &= 433t

2 A4 23

=g B AR Ed

[ (365nm) W=~ FE|E FH|e AB-M HZ2] nlazdetol (contact mask aligner)E AFE3le] mpA7) @
22 B8 ZFA g ol Feje] w3} ANFTF. = oy o] W= 0-976m) /om Q. AL, 5EIF

FoF 7027F $HH (puddle immersion)Ate]E 2 o] Folzl HEA/FH (puddle development)S ©]83ke] 0.26 N
TMAH &4(CD-26)o.2 A3t &8 5x7F gt dolvet dielurs A F ddA &mE A7
g %, 15%7F 3000rpme 2 3] A (spinning) Al A AZ3IATE. o]ojA =S Optiphot-88 dw| (U AhHo=z H
7Vele] ZFEo] ¢l 10une E2 E@AX /)T (trench opening)S 7|8l d o3 9x oUA(Eth)E 2
elsia=

=

(

—

o /37 AR kel dEA A% AL Ytk =
THYES] APF AR A= o] sbsHrhs AAS Gt

2 WA, Ao 369 FFFAN 9lo1A] HFANB T
5242 6)Z F7Hel W, 0 AR E¥@ vl o] 7}

=
1 A1 6}5’& CER, X lazk AISkAL Sl wbek o], @EF A, S AAle 2] NBCH,C(0)PhOH =52 34
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[0334]
[0335]

[0336]

[0337]
[0338]

[0339]

[0340]

[0341]

[0342]

[0343]

[0344]

[0345]
[0346]

.26 N TMAH &4 2 Az $9] 9 FAE Dektak 1508 ©]-83+4

PAB o] FA/— 0,26N TMAH &4 & &

ZIHS3d 10-2018-0059805

=4tk ololA u ¥l wshgm gHY

% DFL = PAB oJ F 7t x 100
PABE= AAlel 220014 EAIgE vpel o] =5 wo] S on|gitt. 54 AdE £ 5o At
%5
AAle] 10 | Ao 11| dAlo 12 | dAld) 13 | 2Ad 14
PAB & o 57 10.8 10.3 10.2 10.5 7.6
0.26N TMAH @2HA137HZ) 70 65 50 45 50
4 = g 5 10.3 9.7 9.2 9.9 Tl
gFrEL (B) 5.2 5.8 0.8 3 5.9
Eth (mJ/cm®) 732 650 650 732 500
A/Ed A9 S = 5 5 3 7 7

Hlule] 3 2 4% H]egh B2 o SA35th. vlald 39 53] (NBPhOH 2 HFANB (25/75))& 100mm 771 €]

OF o
Si0, dlolAel YTt PAB 9 o F7& 8.2unSith. HHE
2

F3be] w
TMAH E4AZ 3003 St d4s)
A wko]l gdo] BSE Tt

= 2b B 2cE ZHZF, AAd 3 H 49 24

of 149 x4E (NBCH,C(O)PhOH:HFANBS] F&3HA|, &H] 25:75)082 A&

732 mJ/en’ ] Ethol 45027 &4

ot
b
=)
i
[‘—81-‘4
2
ﬁ"ﬂ,

2

o

Hlae] 3 9 49] AE i 69 YERATE
6
Bl o] 3 H] o] 4

PAB ¥ 9 %7 8.2 9.7
0.26N TMAH HAAI7H =) >300 30
4 F 4 71 9.1 8.6
GHRE=HE (B 0 12
Eth (mJ/cm®) >1000 488
A/E3 AR a4 5 T

il
o
ofN
o
il
ne.
flo
2
~
of
)
&
it
o 2
ol
%
o
=)

up A3 9 FHE = (gradient density) ZES

AN, Ao wF A ZE 1000m)/en ATk, Holo] FAL 0.26N
AAe AAEA 29kor}, ¥ bl wAlE Hleh go] ofe] 2y

A Ao R o]5S AN
/EZ ¥} vuskith. = 2ae

AAAIZF Eth 1000 mJ/cm, % 2cE XA 30%¢} Eth 488 ni/en S WeE k. B oubwe] thekx
B9l A e t2rd -C(0)- #5717F 7] 4o 99 s,

A ee R, Al 15-219] 2AEES HIE WA eR SAsta das F 7o JEhhIH
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5

=

=

o

e
=)

/3%
A=
(pm)
10

(mJ/cnf)
608
608
824
710
405
608

16.8
1.5
4.6

10
10

2
>60

11,0pm
10, 2pm
9. 8um
9, bpm
11,9pm
9. 6um
10, 3pm

A4 No.
16
17
18
19

[0348]

4c
>
El3
2]

a P Cigkis
W B X
< A Ay v
M T o EK
s oz
B T o
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Hw. k) o T
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— < 00
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" o o o
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