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%97 Bk
aq. K%
br TR
Cl b1 A1k
d —E#
dd CEBOER
DAD BAA— T LA e
DCM Trun AR
DMF NN- X F R T 2R
ELSD AN HOELIR I 25
eq. YE
ESI =1L 7 ba A7 L —(ES) A A1k
h |
HPLC BEEEs 0~ NS T T 0 —
LC-MS Wik a< 757 4 —EBSH
m EZR
min 45
MS B &5
NMR BRER LB A~ FAEE (LS 7 b (6)1F
ppmEL TR I N D, BIBEDOE D AW RY |
L7 M, NSO 7 F /L % 2. 50ppml=
BRETDHZ &T?%Ebto
PDA Tx FEAF— T LA
PoraPak™,; Waters?»H AF-ATRE/RHPLCH T L
q IU B R
r.t. orrt =R
RT R4 5 (HPLO £ 72 1ZUPLCTHEIE L 72 & )
W& PR Bk
(B2 47)
5 — B
SM JRk
SQD 7OV ERRTRE H#
t =EMH
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oooo
Waters Acquity UPLC-MS: Binary Solvent Manager, Sample
=X FA Manager/Organizer, Column Manager, PDA, ELSD, SQD 3001
F 7213 ZQ4000
T FA Acquity UPLC BEH C18 1.7 50x2.1mm
s Al= 7k + 0.1 {KFE%FEE (99%)
A2= 7K +0.2{KFE%T =7 (32%)
Bl=7%hr=trUn
23/l 0-1.6 43 1-99% B, 1.6-2.0 4y 99% B
E: 0.8 mL/ 4y
A 60°C
YA 2.0ul
B DAD 455 210-400 nm-> *— 2 %
ELSD
MS ESl+, ESI- Switch -> & f = & &5 (L 45— h~v & —)
7tk 1: A1+ B1 = C:\MassLynx\Mass_100_1000.flp
J#E 2: Al + B1 = C:\MassLynx\Mass_160_1000.flp
T Fi#E 3: Al + B1 =C:\MassLynx\Mass_160_2000.flp
5 4 Al +B1=
C:\MassLynx\Mass_160_1000_BasicReport.flp
Fk 5: A2 + B1 = C:\MassLynx\NHs_Mass_100_1000.fIp
Fik 6: A2 + B1 = C:\MassLynx\NHs_Mass_160-
_1000_BasicReport.flp
0oooooao
ooooooooao
0000000000000 0D00O000DO0DO0O0O0DO0DO0O0O0DDODO0OO0O0DOoDOoOOoOOo0DaO
000000000000 O00a0
ooooo0ao
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o000
SR Waters Aqcuity UPLC-MS: Binary Solvent Manager, Sample
Manager/Organizer, Column Manager, PDA, ELSD, SQD 3001
B FA: Aqcuity BEH C18 1.7 50x2.1mm
LR A= sk +0.1 {RFH%XEE(99%)
B=7%hr=rUn
4IF 0-1.6 4y 1-99% B, 1.6-2.0 43 99% B
A 0.8 mL/ 4y
M 60°C
JEA 2.0 ul
B DAD =745 210-400 nm
MS ESl+, ESI-, #2245 160-1000 m/z
ELSD
yiz-N Purify_pre.flp
Purify_post.flp
Oo0o0o0oo
Oooao
oooao
Waters Autopurificationsystem: Pump 2545, Sample Manager
X7 A 2767, CFO,
DAD 2996, ELSD 2424, SQD 3001
B S A XBrigde C18 5um 100x30 mm
Ay A= sk + 0. T{RFERF 2 (99%)
B=7%hr=rVU L
Yyl e 0-14y 1%B,1-8 4y 1-99% B, 8-10 4 99% B
A 50 mL/ 2%
A RT
D AR 250mg /2.5 ML % F )L Z Lk & v B E 72 1ZDMF
FEA 1x2.5mL
B DAD ###iF 210-400 nm
MS ESl+, ESI-, £ 745 160-1000 m/z
Oo0oo0Oo
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ooono
S XFA Dionex: Pump 680, ASI 100, Waters: UV-Detektor 2487
A Chiralpak IC 5um 150x4.6 mm
B : ~NFHY /B ) —)80:2040. 1% = F LT I v
a: 1.0 mL/ 43
18P 25°C
i - 1.0mgmb % ) — /2% ) —)1:1
JEA: 5.0 pl
BeH - Uv 280 nm
0o0ooooao
o000
o000
Agilent: Prep 1200, 2xPrep Pump, DLA, MWD, Prep FC, ESA:
RXTA
Corona
7 7A Chiralpak IC 5um 250x30 mm
AL - NV o/ H ) —)L80:2040. 1% T ILT I
- 40 mL/ 4y
8 : RT
I 660mg/56mL=- % ,— 1
EA 8x0.7mL
B UV 280 nm
0oooooao
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0oooao
1-1-2 (CHa 2-[5- H-NMR (300MHz, DMSO-
Yin7 wt-1- )
SM = F 0 ({l_it\&\,:/‘_z’g_ ds): & [ppm] = 0.60 - 0.74
1-2:2 Ve 270 (m, 2H), 0.92 - 1.05 (m,
4=} F-1H- ( ) (
L7y -h-3- 2H), 1.27 (t, 3H), 1.56 -
AVIE )3y —4-
73y 1.70 (m, 1H), 2.20 (s, 3H),
4.01 (g, 2H), 5.30 (s, 2H),
NH
’ 6.22 (d, 1H), 6.61 - 6.81 (m,
4H), 8.02 (d, 1H).
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Ooo0ooao
1-2-2 5-v/u7 wt’ - | 'H-NMR (400MHz, DMSO-
1- (41 pry- _
SM = 2, 6~ de): O [ppm] = 0.60 - 0.72
3- VIR YT ) - )
1-3-2 i (m, 2H), 1.00 - 1.08 (m,
b 90" =h-3- | 2H), 1.28 (t, 3H), 1.68 (m,
VIZNEZRAY
AT 1:1 1H), 2.08 - 2.12 (s, 3H),
4.02 (q, 2H), 5.39 (s, 2H),
6.68 - 6.76 (M, 2H), 8.40 -
9.15 (m, 3H).
1-2-3 F O CHa[ 1— (4} y— 1H-NMR (400MHz, DMSO-
2, 6- _
SM = E:[:;:r, v Itna vy ) — | de): 0 [ppm] = 1.30 (. 3H)
-3- 4-AFp-1H-
1-3-3 At 2.15 (s, 3H), 4.05 (g, 2H),

\N\N F
f x HCl
H,C NH,
HN

BVE F/AIE TR
HHERE 111

5.33 (s, 2H), 6.72 - 6.84 (m,
2H), 7.78 (s, 1H), 8.88 (br.
s., 2H), 9.16 (br. s., 2H).

N F

1-2-4 F O_-CH;
e
1-3-4
~
N
\ / x HCI
Cl NH,
HN

4-np-1-(4-
pEY-2, 6-

AL Z NP
IH-t" 7Y =p=3-
VR FVAINTIN
EERIE 1:1

'H-NMR (400MHz, DMSO-
ds): & [ppm] = 1.29 (1, 3H),
4.05 (g, 2H), 5.39 (s, 2H),
6.70 - 6.86 (m, 2H), 8.38 (s,
1H), 9.17 (br. s., 2H), 9.50
(br. s., 2H).

1-2-5
1-8-1 3
PN
\
NH2
H

=
N

x HCI

1-(2-
TVt vy V) —5-
A AEV-1H-

LIy 3
DR FVAIN TIN
HERHE 1:1

S bR HEREITOTIC
it
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Ooo0ooao
1-3-2 F O CHs | 5- H-NMR (400MHz,
Y7 ot p-1-
SM = (4-1}%y-2, 6- CHLOROFORM-d): & [ppm]
- Ne F VIR YT = | i i
1-7-1 @ 4 AFh-1H- = 0.65 -0.70 (m, 2H), 0.96
t 7 =h-3- 1.03 (m, 2H), 1.34 - 1.42
H,C 0 TR VERTF N
g (m, 7H), 2.24 (s, 3H), 3.97
H30> (0, 2H), 4.35 (q, 2H), 5.46
(s, 2H), 6.40 - 6.44 (m, 2H).
1-3-3 F O -CHy1- (4~ "H-NMR (300MHz, DMSO-
ThRY-2, 6-
SM = v Ttna” vyt ) — | de): O [ppm] = 1.24 (dt, 6H),
- 4-}F—1H-
R N, e 50 s 2.11 (s, 3H), 4.02 (q, 2H),
\ / WV /EELF 4.18 (g, 2H), 5.25 (s, 2H),
H.C o 6.67 - 6.83 (m, 2H), 7.60 (s,
CAS: : 1) \—CH
6076- 5 1H).
12-6
1-3-4 F O« _-CH; | 4=)nn-1-(4- "H-NMR (300MHz, DMSO-
ThhY-2, 6-
SM = v Idea” vy ) - | de)t © [ppm] = 1.27 (t, 3H)
o 1H-t" )" =h-3~
o R N F Sk R 3.74 (s, 3H), 4.02 (q, 2H),
Wi 5.31 (s, 2H), 6.65 - 6.83 (m,
2H), 8.18 (s, 1H).
CAS ? O O\CH
10055 3
84-90-
6
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1H), 7.85 (s, 1H).
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1-4-2 F 0 ™ [9—[1- (44— | 'H-NMR (300MHz, DMSO-
oM - e yye - | 99 S [ppm] = 1.29 (t, 3H),
1-2-3 N F Rk b | 221 (s, 3H), 381 (s, 3H),
\ KA 4.04 (g, 2H), 5.21 (s, 2H),
chg_g\j{?,,q ﬁﬁ“s NV 655 - 6.83 (., 4H), 7.46 (s,
He'
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1-4-3 F O-CH: [2-[4-)mn-1- H-NMR (300MHz, DMSO-
(4-zb¥v-2, 6- _
SM = v 7itnn” v ) - | de): O [ppm] = 1.30 (t, 3H),
1-2-4 Lt 777073~ 1 399 (s, 3H), 4.05 (q, 2H),
N, F AW] 5- )
\ ZI\?‘{E‘U\:*/‘/? 5.34 (s, 2H), 6.77 - 6.86
Y
o \ (m, 2H), 8.15 (s, 1H), 8.37
7N\
N\:2~NH2 (s, 1H), 8.59 (d, 1H), 8.65
o (dd, 1H), 8.83 (d, 1H), 8.98
(s, 1H).
1-4-4 o—-[1-(2- 'H-NMR (400MHz, DMSO-
RN AN A i
M (Q T 275 de): & [ppm] = 3.80 (s, 3H).
1-2.5 | MG b 70 -=3-4] | 3.88 (s, 3H), 5.15 (s, 2H),
o N\NF -5
\ / AL 3 - | 643 (s, 1H), 6.66 (br. s,
473y
1 2H), 7.03 (td, 1H), 7.09 -
\_?*NHE 721 (m, 2H), 7.27 - 7.36
o, (m, 1H), 7.79 (s, 1H).
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2-[5-

V7 ot b-1-
(4-z}¥v-2, 6-
Y I Eea" YT ) -
4-2F—1H-

b =34 V]

#bEY-N-

(b )3y -4~
A AV
1AV

H-NMR (300MHz, DMSO-
des): & [ppm]= 0.61 - 0.77
(m, 2H), 0.96 - 1.10 (m,
2H), 1.27 (1, 3H), 1.65 -
1.79 (m, 1H), 2.27 (s, 3H),
3.93 (s, 3H), 4.02 (g, 2H),
5.34 (s, 2H), 6.72 - 6.86 (m,
2H), 8.29 (s, 1H), 8.50 (d,
1H), 8.60 (dd, 1H), 8.78 (s,
1H), 8.88 (s, 1H).

2-[5-

yie7 nt” p-1-
(4-zMv-2, 6-
VI IVERAT YT ) -
4-rF—1H-
bS5 =34 V]

"H-NMR (300MHz, DMSO-
ds): O [ppm]= 0.65 - 0.77
(m, 2H), 0.96 - 1.08 (m,
2H), 1.27 (t, 3H), 1.59 -
1.77 (m, 1H), 2.29 (s, 3H),
4.02 (g, 2H), 5.36 (s, 2H),
6.68 - 6.82 (m, 2H), 7.39 (d,
1H), 8.13 (d, 1H), 8.44 (d,
1H), 8.50 (d, 1H), 8.77 (s,
1H), 10.55 (s, 1H).
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2-1-4 F O N- (25— '"H-NMR (300MHz, DMSO-
vy et p-1-
SM p/ 242};%’2’ é_ de): & [ppm]= 0.62 - 0.76
1-4-1 VIIWARN 77 ) = | (m, 2H), 0.96 - 1.08 (m,
PN A1
N e 59 =-3—1] | 2H), 1.27 (, 3H), 1.61 -
—/ |7
N ANV )Y - 1.79 (m, 1H), 2.26 (s, 3H),
_ e
— ey g | 398(s.3H), 4.02(q, 2H),
7V 5.34 (s, 2H), 6.65 - 6.85 (m,
2H), 8.26 (s, 1H), 8.65 (dd,
1H), 8.82 (d, 1H), 9.54 (d,
1H), 9.62 (s, 1H).
2-1-5 F On_-CHa[2-[1-(4-z}%y— | 'H-NMR (400MHz, DMSO-
2,6~ _
SM = p/ VI IvARA Y ) - dG) e} [ppm]: 1.29 (t, SH),
4. 4-3F)-1H-
1-4-2 N e ) 2.28 (s, 3H), 3.97 (s, 3H),
\ /=\ |-5- 4.04 (g, 2H), 5.28 (s, 2H),
\ / |FNV-N-
HC (£ )3 4 6.77 — 6.85 (M, 2H), 7.62
e 1 E I (s, 1H), 8.34 (s, 1H), 8.57
O—CH, (d, 1H), 8.66 (dd, 1H), 8.82
(d, 1H), 8.94 (s, 1H).
2-1-6 F O -CHs |2-[4-mp-1- H-NMR (300MHz, DMSO-
(4-1}y-2, 6- _
SM — Y Tutun’ vyt ) — | de): & [ppml= 1.30 (t, 3H),
-4- 1H-t" 7" =p-3-
1-4-3 N F e 3.99 (s, 3H), 4.05 (g, 2H),
\ /=N IN-(t' )3V v-4- | 534 (s, 2H), 6.77 — 6.86
N/ AL VYT v-4-
al y &V, (m, 2H), 8.15 (s, 1H), 8.37
_\ N (s, 1H), 8.59 (d, 1H), 8.65
o—cH, (dd, 1H), 8.83 (d, 1H), 8.98
(s, 1H).
2-1-7 'H-NMR (300MHz, DMSO-
2-[1-(2-
M = 7)[/1'11/\\‘ \/}/\ ]]/) —5— d6): 6 [ppm]= 3.94 (S, 3H),
1-4-4 AMEy-1H- 3.95 (s, 3H), 5.21 (s, 2H),
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30 -3—11] | 6.27 (s, 1H), 7.08 - 7.41 (m,
;EG;Q,_NT 4H), 8.28 (s, TH), 8.59 (s,
1o \N7N P ﬁ)%i%éﬂ— 2H), 8.76 - 8.83 (m, 1H),
§\j> 7y 8.93 - 9.03 (m, TH).
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