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[0175]
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[0181]

[0182]

[0183]

[0184]
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i
off
lo
=
)
m
A
z
oo
>,
Qi
3L

g U
g,
o
u
i)
2
-
&y
1

2-(G-wpd f-dlol=)old wga-d o] E (kA Ql Aaf 11 o mebr A=)

N N
O H H
dubE ol Azl 11 o whel, wWeada F55 (115.6 g, 0.749 mol, 2.70 eq.) 2 v} DMAP (0.339 g, 1
mol%) 2, =% A4 MEHQ (0.0138 g, 200 ppm) = F7labdA 3A E3Hsic), - ¢IZE 1-
(2-3| =2 Ao &)-3-F|d 7o} (50 g, 0.277 mol, 1.00 eq.) & FH7leta, HAE EIFJES 75 C & 7tdet
i, oow) FEE g9 S5, Hhg Botel, F7I7F wbE EFES B AHFHom vEHHL.
4 AZF 3 EES YA AL, §HomRE AAES HAATIY oA S n-FEhs g EFEo
A W Ay 5% F 9don, ol AdEd IHes =HIt AGES oAstal, A=At
)

HONMR (DMSO-ds, 400.13 MHz): & [ppm] = 1.89 (dd, J = 1.5 Hz, J = 1.0 Hz, 3H, CHy), 3.39 (dt, J

5.5 Hz, J =58 Hz, 2H, CHy), 4.14 (t, 'J = 5.5 Hz, 2H, CHy). 5.68 (dq. J = 1.5 Hz, 'J = 1.1 Hz, 1H,

CHy). 6.08 (bs, 1H, CHy)., 6.26 (t, 'J = 5.8 Hz, 1H, NH), 6.89 (tt, J = 7.4 Hz, 'J = 1.1 Hz, 1H, CH),

7.18 - 7.24 (m, 2H, CH), 7.35 - 7.42 (m, 2H, CH), 8.52 (s, 1H, NH).

ScUH} MR (DMSO-ds, 100.61 MHz): & [ppm] = 17.9 (CHy), 38.14 (CH,), 63.9 (CHy). 117.7 (CH), 121.1
(CH), 125.8 (CH,), 128.6 (CH), 135.8 (C,), 140.3 (C,), 155.2 (C0), 166.5 (CO).

2-HE-2-(3-gld el =) 22 vgtad el E (IRkAQl Aap 1T o whebA Alx)

102

Y%
@)

I NIR (DMSO-ds, 400.13 MHz): & [ppm] = 1.30 (s, 6H, 2 x CH3y), 1.90 (s, 3H, CH;), 4.20 (s, 2H, CHy),

4 2 - 3 4
5.68 (dg, J = 1.5 Hz, J =1.1Hz, 1H, CH), 6.08 (bs, 2H, NH % CH =3), 6.838 (tt, J =7.4Hz, J =
1.1 Hz, 1H, CH), 7.16 - 7.24 (m, 2H, CH), 7.30 - 7.35 (m, 2H, CH), 8.31 (s, 1H, NH).

PCU'H} NMMR (DMSO-ds, 100.61 MHz): & [ppm] = 17.9 (CHy), 24.4 (CHy), 51.5 (C(CHy),). 68.8 (OCH,), 117.5
(CH), 120.9 (CCH), 125.7 (CH), 128.6 (CH), 135.8 (CCH,), 140.3 (C,), 154.4 (C0), 166.3 (CO).
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[0185]

[0186]

[0187]

[0188]

[0189]

[0190]
[0191]

[0192]

[0193]

[0194]

[0195]
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-(3-HdSdeol=) 22 wElTHYo|E (I A} 1 o upet Ax)

' NMR (DMSO-ds, 400.13 MHz): & [ppm] = 1.78 (q, J = 6.7 Hz, 2H, CH,), 1.89 (bs, 3H, CHy), 3.18 (2w
g q. 7 =6.6Hz, 2H, CHy), 4.14 (32®a ¢, 'J = 6.4 Hz, 2H, CHy), 5.65 (dq. J = 1.5 Hz, 'J = 1.1 Hz,

1, CHy), 6.05 (bs, 1H, CH), 6.18 (t, 'J = 5.7 Hz, 1H, NH), 6.88 (tt, J = 7.4 Hz, 'J = 1.1 Hz, 1H,
CH). 7.15 - 7.24 (m, 2H, CH), 7.34 - 7.42 (m, 2H, CH), 8.40 (s, 1H, NH).

PCUHY MR (DMSO-dg, 100.61 MHz): & [ppm] = 17.9 (CHy), 28.9 (CHy), 35.9 (CHy), 62.1 (CHy), 117.7 (CH),
121.0 (CH), 125.6 (CH,), 128.6 (CH), 135.9 (C,), 140.5 (C,), 155.2 (CO), 166.6 (CO).

2-(2-(3-ddg-do| L) EA Y HEetZHHolE (Al dAp 1 o wpebA A=x)
i 2,0

ddbxiel Azl [ o] waEkA, 290.1 g (2.898 mol, 10.0 eq.) ¢ wE dHEtaHHlE, 65.33 g (0.291 mol,

1.00 eq.) 9 1-(2-(2-3| == Ao EAD o E)-3-dHd-do}, L AAAZA 0.017 g 9] Fo|=2H= Ruevd
olHlZ (200 ppm) & 7IAA wwk FV] FH, AE &E A, =4 24 Ad AE, 2 IF L FF I
7} 9 2E Aol A F=E FH|g 0.5 YE T uier Zetagoa] Awsit), Tk, F7ke] oA A7t
H7rE 4 9l

EYFES 7HdEte vEAZIa, ARA dd vl a el E-E $H] E3ES, ¢ o FH] EFE FHEO
$a, Al =% WE dE Iyl E SRE #EE w7k S5 AAZ. WX S 2k 10 WA 20 T
2 YA 7]aL, IPT (0.66 g, =g tialA 1 %) 2 e WEeEZHHEE Mt (2 &4" 3y &
e SHEY A 5.

oA, Efr=S 7hdste] vleA7IaL, AAdE HE deadd ol E-vigs %t?}%% 93 Ul#] 101 T 9 ¢

A e dle 250 =g w7k, Ho 70 T o FH2 = 254 2:1 o &F HEE, 2 1 T
10:1 o] &7 HE2 SFAH. Hhe2 AP Ao® 2 h WA 16 h Hol FxH. wxE 80 T =
WZAA 7|50, #F& A, o]olA Bt YEFS FHUhe. 9eo]Z, Tonsil ¥+ Celatom H=+ Celite & F
= WX E b= o7 (EKS &8 EE) o 93] o#sta, s}y, FHe HHE 9oz v
HEelZ L o|E Fo gdozA F5FAY, B AHE 2-(2-(3-Hd Sl =)dEA) ol d wEeElZ L o] EV}
T RAZA FEE d7bA] AFEA FHAZY (RT A 125 C, 9 ¥¥ E= Hol 1 mbar).

T 73.7 g (87 %).

H MR (DMSO-ds, 400.13 MHz): & [ppm] = 1.88 (dd, J = 1.5 Hz, J = 1.0 Hz, 3H, CHy), 3.25 (dt, J =
5.7 Hz, '] = 5.5 Hz, 2H, CH,), 3.50 (t, 'J = 5.5 Hz, 2H, CH,), 3.65 - 3.69 (m, 2H, CH,), 4.21 - 4.26 (m,
9H, CH,), 5.65 (dq, J = 1.5 Hz, J = 1.5 Hz, 1H, CH,), 6.02 - 6.06 (m, 1H, CH), 6.17 (t, J = 5.7 Hz,

1H, NH), 6.88 (tt, SJ = 7.4 Hz, 4J = 1.1 Hz, 1H, CH), 7.17 - 7.24 (m, 2H, CH), 7.34 - 7.40 (m, 2H, CH),
8.49 (s, 1H, NH).

13C{lH} NMR (DMSO-ds, 100.61 MHz): & [ppm] = 17.9 (CH;), 38.9 (CH,), 63.7 (CH), 68.0 (CH,), 69.8 (CH.),
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[0196]

[0197]

[0198]

[0199]

[0200]

[0201]

[0202]

[0203]
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117.6 (CH), 120.9 (CH), 125.8 (CHy), 128.6 (CH), 135.8 (C,), 140.5 (C,), 155.2 (C0), 166.5 (CO).

6-(3-sdf-dol =) veta™

=,
S
[m
—

o

AWA Q1 Aaf [ o] mebr] A=)

0]

H ONMR (DMSO-ds, 400.13 MHz): & [ppm] = 1.24 - 1.36 (m, 6H, CH,), 1.56 - 1.68 (m, 2H, CHy), 1.87 (bs.
3H, CHy), 3.07 (dt, 'J = 6.7 Hz, 'J = 5.7 Hz, 2H, CH,), 4.08 (t, J = 6.4 Hz, 2H, CH,), 5.62 - 5.65 (m,

1H, CHy), 6.01 (bs, 1H, CHy), 6.10 (t, 3J = 5.5 Hz, 1H, NH), 6.86 (tt, 3J = 7.2 Hz, I1J = 1.1 Hz, 1H,

CH), 7.16 - 7.24 (m, 2H, CH), 7.35 - 7.42 (m, 2H, CH), 8.37 (s, 1H, NH).

FCUHY NUR (DMSO-ds, 100.61 MHz): & [ppm] = 17.9 (CHi), 25.2 (CH), 26.0 (CH,), 28.1 (CHy), 29.6 (CH.),
38.9 (CHy), 64.2 (CHy), 117.6 (CH), 120.8 (CH), 125.4 (CH), 128.6 (CH), 136.0 (C,), 140.6 (C,), 155.2
(CO), 166.6 (CO).

6-(3-AlF2a Aol =) WetadelE (AvkAl HA} [ o mepA Alx)

O

H ONMR (DMSO-ds, 400.13 MHz): & [ppm] = 0.96 — 1.17 (m, 3H, CH,), 1.18 - 1.40 (m, 8H, CHy), 1.45 -
1.55 (m, 1H, CHy), 1.56 - 1.67 (m, 4H, CHy), 1.67 - 1.77 (m, 2H, CH,), 1.87 (s, 3H, CHy). 2.95 (dt, J =
6.7 Hz, 'J = 6.3 Hz, 2H, CH,), 3.26 - 3.40 (m, 1H, CH), 4.07 (t, J = 6.8 Hz, 2H, CHy), 5.56 - 5.70 (m,

3H, CCH, ¥ NH), 6.00 (s, 1H, NH).

PCUHY MMR (DMSO-ds, 100.61 MHz): & [ppm] = 17.9 (CHy), 24.4 (CH)), 25.2 (CHy), 25.3 (CHy), 26.0 (CH,),
928.0 (CHy). 29.9 (CH,). 33.3 (CHy). 39.0 (CHNH). 47.6 (CH), 64.1 (CH,0). 125.3 (CHy). 135.9 (CCH,).
157.3 (CO), 166.5 (CO0).
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