H and C NMR spectra

1H NMR spectra of methyl 2,4-dicyano-2-(2-cyanoethyl)butanoate 23, 250 MHz, CDCls
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BC NMR spectra of methyl 2,4-dicyano-2-(2-cyanoethyl)butanoate 23, 75 MHz, CDCls
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TH NMR spectra of methyl 2-cyano-4-(Boc)amine-2-(3-(Boc)amine propyl)pentanoate 4, 300 MHz,
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BC NMR spectra of methyl 2-cyano-4-(Boc)amine-2-(3-(Boc)amine propyl)pentanoate 4, 75 MHz,
CDClIs
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H NMR spectra of H-f22h bis-Orn(Boc)2OMe 1, 300 MHz, CD;0OD
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1BC NMR spectra of H-B22h bis-Orn(Boc)2OMe 1, 75 MHz, CDsO
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13C NMR spectra of Fmoc B2k bis-Orn(Boc)20OH 2, 75 MHz, CDCls

° o 5
g Be g g w - m e " gm g
§ =i 2 g 3 F 2 ge = g muge
@ ) @ o= @ & a 2 N ] T4 N 9n
& an I T 4 8 gr @ 28 358
| [ I I
I \ ||
I \ I
CO,H
FmocHN
NHBoc NHBoc
2
I
1
1! 1"
1
|
‘I
PRI eth JJ& e L \ " I s
! r o iy LB f Vo
T T T T T T
o 180 160 140 120 100 B B L

Pegmeo = Nm@omE e mr oo m
LLBBRS 3 SZRICHAVIRET
& o PN bt
A ainininininini e ninin

tBuO,C.__CO,Bn

I

1.350

NC CN
24
]
1
[
L
\ i
— —
Z 407
—_ B
5. 41
T




BC NMR spectra of 1-benzyl 3-tert-butyl 2,2-bis(2-cyanoethyl)malonate 24, 62.5 MHz, CDCls
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'H NMR spectra of 2-(tert-butoxycarbonyl)-4-cyano-2-(2-cyanoethyl)butanoic acid 5, 300 MHz, CDCls
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H NMR spectra of 1-tert-butyl 4-methyl 2,2-bis(2-cyanoethyl)succinate 6, 300 MHz, CDCls
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H NMR spectra of 2,2-bis(2-cyanoethyl)-4-methoxy-4-oxobutanoic acid 25, 300 MHz, CDCls

DD O DB D s 10
o G R R e e

7.260
3.713

NN‘NQQNTTTTTMW
AN LY
HO,C
?ﬁicozl\ne
NC CN
25
I
~ L. _ e
2.84
[EE—
1.31
m 4 & 7 : i i i i
HO,C
])ﬁ:oozrvle
NC CN
25
" el L L;m el Il " hel el - " l|.u| ghidaadl "
N oy A oo Y P YN Lo WA L e




'H NMR spectra of methyl 3-((tert-butoxycarbonyl)amino)-5-cyano-3-(2-cyanoethyl)pentanoate 7, 300
MHz, CDCls
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13C NMR spectra of methyl 3-((tert-butoxycarbonyl)amino)-5-cyano-3-(2-cyanoethyl)pentanoate 7, 75
MHz, CDCls

@ = -

b=1 @ o = o o
g & & A & &
S - 5 @ A E
= A i n E -
= = = o B =




H NMR spectra of Boc-B%3 h bis-Orn(Boc):0OH 3, 300 MHz, CDsOD
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1H NMR spectra of Boc Trp-B22h bis-Orn(Boc)-OMe 15, 300MHz, CD;OD
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H NMR spectra of Trp-B22h bis-Orn-OMe 8, 300MHz, D0
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COSY NMR spectra of Trp-B22h bis-Orn-OMe 8, 300MHz, D0
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1H NMR spectra of Gua-Trp-B22h bis-Arg-OMe 10, 300MHz, D20
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COSY NMR spectra of Gua-Trp-B22h bis-Arg-OMe 10, 300MHz, CD:OD
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1H NMR spectra of Fmoc-Tbt-f22 h bis-Orn(Boc)2OMe 16, 300 MHz, CD:OD
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13C NMR spectra of Fmoc-Tbt-f22 h bis-Orn(Boc)2OMe 16, 75 MHz, CD:OD
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1H NMR spectra of H-Tbt-B22h bis-OrnOMe 9, 300MHz, D20
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H NMR spectra of H-Tbt-B22h bis-Arg-OMe 11, 500MHz, D0
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H NMR spectra of Gdm-Tbt-B22h bis-Arg-OMe 12, 400MHz, MeOD
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H NMR spectra of H-B32h bis-Arg-Tbt-OMe 13, 500MHz, D0
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TOCSY NMR spectra of H-B>3 h bis-Arg-Tbt-OMe 13, 500MHz, D:0
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TOCSY NMR spectra of Gua-B22h bis-Arg-Tbt-OMe 14, 500MHz, D:0

: oo —1
,_/j NH NH ) é :
HZNJJ\NH HNJ\NHZ i
o ) / 2
H H
HN ”;\1 N\__)LOH
HN N0 P
) t-Bu v ’ -
8 0 9
t-Bu H 14 . I o
(]
4
[]
/l’ '
T ! | .
I
I
—B&
=7
3 4 '
]
iy )
T L [ I | | |
5 4 3 z 1 a

A OoWo g

1H NMR spectra of Fmoc-Tbt-B22h bis-Arg-OMe 17b, 300MHz, CDsOD
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H NMR spectra of Np-Tbt-B22h bis-Orn-OMe 19, 300MHz, CDsOD
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13C NMR spectra of H-B22h bis-Orn(Boc)20Bn 27, 300 MHz, CDsOD
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H NMR spectra of H-Tbt-B22h bis-Arg-OBn 20, 300MHz, CDs0OD
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COSY NMR spectra of H-Tbt-B22h bis-Arg-OBn 20, 300MHz, CDsOD
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1H NMR spectra of Fmoc-B22h bis-Orn(Boc)2NHBn, 300 MHz, CDsOD
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1H NMR spectra of H-B22h bis-Orn(Boc):2NHBn 29, 300 MHz, CD;OD
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TH NMR spectra of Fmoc-Tbt-B22h bis-Orn(Boc)-NHBn 30, 300MHz, CD;:OD
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H NMR spectra of H-Tbt-B22h bis-Arg-NHBn 21, 300MHz, CD;0D
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13C NMR spectra of Fmoc-B22k bis-Orn(Boc)2NH(CH2)13CH3, 300 MHz, CDCls
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1H NMR spectra of H-B22h bis-Orn(Boc):2NH(CH2)13CHs 31, 300 MHz, CDs0D

CONH(CHy)15CHs

HoN

NHBoc
31

NHBoc

98762

6557851

LTI

CONH(CH,)13CH3
NHBoc NHBoc
31

H,N




1H NMR spectra of Fmoc-Tbt-B22h bis-Orn(Boc).-NH(CH2)13CHs 32, 300MHz, CDs0D
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