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General Procedures. Commercial solvents and reagents were used without further purification,
with the exception of THF, which was dried by filtration through alumina according to the
procedure of Grubbs.' Solution-phase reactions were monitored by thin-layer chromatography
(TLC) and carried out on 250 um silica gel polyester plates on fluorescent silica gel with UV
visualization. Column chromatography was performed on 40-63 pum silica gel using flash
chromatography. Solvents were removed by rotary evaporation. Residual solvents were removed
under vacuum (< 0.01 mmHg). Precipitated and recrystallized products were dried either under
vacuum (< 0.01 mmHg) or by air suction through a filter funnel. High resolution mass spectra
were obtained by electrospray ionization (ESI) on a Waters Micromass LCT Premier (instrument
variation 6 < 5 ppm). NMR spectra were recorded using a 500 MHz Bruker AVANCE™, 600
MHz Bruker AVANCE™ spectrometers and Varian 800 MHz Unity Inova'™ spectrometer.
Chemical shifts are reported in parts per million (ppm) on the § scale. 'H spectra NMR were
referenced with TMS (8 = 0.00 ppm) and °C NMR NMR spectra were referenced either with

TMS (6 = 0.00 ppm) or with DMSO-d6 (6 = 39.53 ppm).

! Pangborn, A. B.; Giardello, M. A.; Grubbs, R. H.; Rosen, R. K.; Trimmers, F. J. Organometallics 1996, 15, 1518-
1520.
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Synthetic Scheme (continued)

o)
i A (CH;0),, 10 equiv. jN‘Boc
HO Boc TsOH, 0.05 equiv.
H,C H,C
Hzé toluene, microwave Hzé
HZCYOH HZCTOH
o} o}
13 14
1. Boc-AA3-OH 1. Boc-AA2-OH 1. -BUOCOCH,CH,COOH

2. TFA:DCM:TiPS 2. TFA:.DCM:TiPS
1:1:0.05 1:1:0.05 1:1:0.05

0 H O Re

HoN HCTU/DIPEA HCTU/DIPEA HCTU/DIPEA

N HOJVYNJH;\WNY
2. TFA:DCM:TiPS 0O Ry o]

15
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Representative synthetic procedures for the synthesis of the

compound 1a — 1f: Artificial B-sheet 1d.

H i NH 0 HCTU/ “ i H Cb
~ NN 2 H N - Z
Boc H)D/ . HO)H/N‘Cbz 2,4,6-colldine (5 equiv.) BOC ﬁ)b/ Tof\ﬁ
e DMF 0
M
e 3 Me 4d

Amide 4d. A 500-mL, three-necked, round-bottomed flask equipped with a nitrogen inlet
adapter, a glass stopper, a rubber septum, and a magnetic stirring bar was charged with aniline 3”
(2.7 g, 9.5 mmol) and DMF (100 mL). The apparatus was evacuated and flushed with nitrogen (3
times). A solution of Cbz-Ala-OH (2.4 g, 10.8 mmol) and HCTU (4.7 g, 11.4 mmol) in DMF
(100 mL) was added to the stirred solution through syringe, followed by 2,4,6-collidine (6.3 mL,
48 mmol). The pale yellow solution was left under nitrogen for 24 h, then concentrated under
vacuum. The residue was dissolved in dichloromethane (200 mL), and the solution was washed 1
M HCI (3 x ca. 100 mL), saturated aqueous NaHCO; (3 x ca. 100 mL), water (3 x ca. 100 mL),
dried over MgSQOy, filtered and concentrated to give 4.8 g (98%) of 4d as a white solid. The

compound was used without further purification.

? Tsai, J. H.; Waldman, A-S.; Nowick, J. S. Bioorg. Med. Chem, 1999, 7, 29-38.
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o z 0] =

H H H H 3
_N. N. A~_ .Cbz _HaPdC_ N N
Boc N N -
H,)D/ T(\H THEMeoH B¢ N N,
',O (@] 3:1 O (6]
Me 4d Me 5d

Amine 5d. A 500-mL, three-necked, round-bottomed flask equipped with a nitrogen inlet
adapter, a glass stopper, a gas stopper, a gas inlet adapter fitted with a hydrogen balloon, and a
magnetic stirring bar was charged with 250 mL of tetrahydrofuran, 100 mL of methanol, and
amide 4d (4.6 g, 9.5 mmol). 10% Pd/C (0.5 g) was added to the reaction mixture under the
nitrogen flow. The flask was evacuated and filled with hydrogen and then maintained under the
hydrogen atmosphere for 4.5 h. The reaction mixture was filtered through celite, the celite was
washed with ethyl acetate (100 mL), and the combined solution was concentrated under vacuum
yielding 3.6 g (109%) of amine 5d as a fluffy white solid, which was used without further

purification. An analytical sample was further dried under high vacuum.
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H 0 H = CICOCOOEY H (0] H = o
: 2,4,6-collidine :
_N. N _ 246colidne N N )S(oa
Boc™ N TN T o, Boc™ N TN
o) ., O (@)
O O
Me 5d Me 6d

Ester 6d. A solution of the amide 5d (3.30 g, 9.40 mmol) and 2,4,6-collidine (2.50 mL, 19.0
mmol) in dichloromethane (250 mL) was cooled to 0° C with an ice-bath. Ethyl chlorooxoacetate
(1.05 mL, 9.40 mmol) was slowly added to the stirred solution over 15 min. The solution was
left stired for an extra 15 minutes and washed 1 M HCI (ca. 250 mL), saturated aqueous
NaHCO; (ca. 250 mL), and water (ca. 250 mL). The solution was dried over MgSOQy, filtered and
concentrated to give 4.07 g (96%) of 6d as a white solid, which was used without further

purification. An analytical sample was recrystallized from the ethanol.
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0} = (0] 0 = (0]
H H Bu-NH, H Ho
N N : OEt — = N. N NHBuU
Boc” "N N)S( Boc” N NJS(
(o) [o]
Me 6d Me 7d

Amide 7d. Butylamine (5.0 mL, 54 mmol) was added in one portion to a solution of the ester 6d
(4.07 g, 9.00 mmol) in ethanol (150 mL). After 10 minutes a white precipitate formed. The

precipitate was filtered and dried to yield 3.70 g (86%) of amide 7d as a white solid.

S16



S. Levin and J. S. Nowick

Supporting Information

! z € it S 9 L 8 6 udd
Cor o b T T T T T T T T T T T T T T T T T T T T O O T T S S T O R S A S B B I
w o o[ o wl - - - - N o o 5
| ool r.f Xﬂf Xﬂf = o ) o © © g
= ] b1 o | S I S| = S 3| Ed &
= S[51S o | S| S B 3 | s 2 8
2 3= 2 S 3l I @l ] 3 5 & 2
| ¥
YIDHD*
wo /2y 14885° 12 WOZH
wo/udd 86z¥% 0 WoWdd
2H 20705~ 44
udd 001" 0- dzd
2H 0272005 4
wdd 000°0T dtd
wd 00°ST 0
wd 08°2T X0
sxs3swered 107d ¥WN AT
00" % od
0 6]
ZH 0€°0 a1
0 gss
Jlics Mam
ZHW 8L2002T° 005 as
9€5S9 I8
1933ueged Butssenoid - zd
ZHI STOSETT 00§ 1048
g 09°T T1d
0981 00°8 d
HI TonN ‘ W
======== 1] TINNYHD ======== - -
162¢°¢0G punoy '8/2¢°¢0G PIIed %

Do BN+ BN“ONFEH%%D

038 0000000T°0 10
A 0°86C L
e Jo} z/w (SNIST) SINYH
o381 00¥%°29 Ma
S'F Bl
098 $LLB660°G [ol:4
ZH £%0860°0 Sa¥aId
ZH 078°C108 HMS UN
z sa _

8
L6100 INEATOS

5218 « 0] (0] (0]

0¢bz D03dTNd H H

-HT 104D WM G QHEOHd N N

0050410 WOSISNI SN N N N (0]

61761 sutL
6211900C Te3ea H H H
SI13]9ueIRd UOTITSTNDOY - 74 o o
T ONDO¥d
1 oNaxa
H-0A10-95T-L-18 AN
urAs]s ¥Esn

J9]3URTRd BIRQ JUSIIND

6969 ——0
00969 —

© o
oo
3
S &
3

& coorrrEEEEE e e www w - < mmwmm -
P bbb wwainhingin I o & P bolo o o b g
S SESEREEEIBLER Bes S S 2 28388
S R A R REZ 2 3 & 228383
S CSEBRRLREERERS 285 2 3 Z 58383

€100 wunrpads ¥ WNHTZ HH00G



S. Levin and J. S. Nowick

Supporting Information

0¢

08 00T 021 071 09T wdd

~ ™ "

wo/zH 80025° 866 WOZH
ud/udd 098€6° L WONdd
ZH 8L°STT- 2d
wdd 000°1- dzd
ZH 8%°0¥%92C 1
udd 000081 a1
wd §9°§T 0
wo 08°2C pol
sze3awered 307d ¥WN QT

00°e od

0 6}

ZH 00T a1
0 €ss

Wt MaM

ZHW 8SCH08L"STT as
9€4959 Is
19730uesed Butsseooid - zd
ZHW TT05222° 005 2048
p ¥5°€T tr1d
ap 09°T 21d
D981 00°00T 20ddd
HT TN
91Z3TEN 79¥dadd
======== 77 TINNVHD ========
ZHI 895C¥6L ST 1048
gp 00°1- T1d
0981 00°ST d
Q€T TonN
======== 1] TINNVHD ========
095 00000591070 MAMOW
035 0000000070 LSEION
038 000000€0°0 T
095 0000005270 a
A 0°86C 4L
0981 0079 aa
09sn 005791 Ma
$00ET o

095 (L¥PP6LO'T (4
ZH TTTE9%°0 S3IAId
ZH TE0"€0€0€ HMS
¥ Sa

$20T SN
[amien] INZATOS
81959 @
0gopbz 20¥dINd

-HT IDIdD Ww g (QHE0¥d
0050410 WNYLSNI
£2°6T _auig
6211900C RS
sI9jauweIed UOTITSTNDOY - 74
T ONDO¥d

£ ONdXH
H-0A10-95T-L-1TS FWEN
UTASTS ¥ESN

s1973URIRg ©IRQ JUSIIN)

00°0-

L9ET

16781

66°6T

G182

[44N83

€576¢

00705

75799

g0ad

8L°9L

4 i v Y

©
w
_oh_
0]
OIO IO
N N
\\\\\)////\\\\sllx—/ﬁ ///W\\\—H// N ~ N \\—P//A”v
HoL o2 w U H

§000 wwnpads ¥ WNDETZ HHGZ T



Supporting Information S. Levin and J. S. Nowick

o . o TFAICH,Cly/TiPS o -0
N N )STNHBU _ 1:1:005 | TRASH,N N )S(H
~N. N N “Bu

ko) [}

Me 7d Me 8d

Salt 8d. Amide 7d (3.70 g, 7.37 mmol) was dissolved in a mixture of dichloromethane (100
mL), trifluoroacetic acid (100 mL) and trisopropylsilane (0.5 mL). After 0.5 h, the solution was

concentrated and the residue triturated with the diethyl ether to yield 3.55 g (92%) of salt 8d as a

white powder.
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O%\(N‘Boc O N‘Boc

. . HCTU/
HoC TFA H2N T(\N N-gy __246-collidine_ HoC
H,C — " "y O W0y
H,C__OH 5 _N. N~ HN
N N
H)D/ TN 0
(0)

Y HQCY By
0 o) . 0
14 Me o4

Oxazolidinone 9d. A solution of oxazolidinone 14°* (1.7 g, 6.1 mmol), HCTU (2.8 g, 6.7
mmol), and 2,4,6-collidine (2.0 mL, 15.2 mmol) in dimethylformamide (50 mL) was added to a
solution of 8d (3.0 g, 6.1 mmol) and 2,4,6-collidine (2.0 mL, 15 mmol) in dimethylformamide
(50 mL). After 6 h, the reaction mixture, was poured into 700 mL ice-water, and the resulting
precipitate was filtered and washed with water (200 mL). Upon drying, 3.20 g (83%) of
reasonably pure (90% purity) compound 9d was isolated. Further purification was achieved
using column chromatography (4:1 chloroform:i-Pr-OH) yielding 2.1 g (54%)’ of pure 9d as a

white solid.

3 Olsen, R. K.; Ramasamy, K. J. Org. Chem. 1985, 50, 2264-2271.

* 14 was synthesized according to the procedure: Tantry, S. J.; Kantaraju.; Suresh Babu, V. V. Tetrahedron Lett.
2002, 43, 9461-9462.

> The low yield is due to compound loss while trying to purify 9d with different solvent system.
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O‘\ O
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O%\/ Boc J’K‘/NHQ TFA
a. Me,NH/EtoH Me2N
H,C b. TFA/DCM/H,0 HoC
N . HaC N )S( .
N N)Sf Bu N N B
T Hﬁj T Ty TN e
o My o) o) o My o) o)
Me 94 Me 10d

Salt 10d. A 5.6 M solution of dimethylamine in ethanol (15 mL, 84 mmol) was added to a stirred
mixture of 9d (1.5 g, 2.2 mmol) and ethanol (100 mL). The mixture was warmed to form a
homogeneous solution, and the solution was stirred for 0.5 h and then concentrated under
vacuum. The white residue was dissolved in a deprotection cocktail (100 mL, 5:5:1
TFA:DCM:H;0) and the resulting solution was left to react for 1 h. The solution was
concentrated under vacuum and the residue was triturated with diethyl ether to afford 1.59 g
(101%) of 10d as a white powder, which was used in the next step without purification. An
analytical sample was purified by RP-HPLC (C;s column, gradient 20% CH3;CN - 90% H,O to

90% CH3CN - 10% H,0).
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S. Levin and J. S. Nowick
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_Boc-Leu-OH_ H,C f 0 Loz O

H,Co _N. N -
v eers
o "y o)

H
TFA/CH,CL/TiPS )K‘/
s MezNHC jo(\NHZTFA
2
HC O H o 9 ¢
HoC _N. N )S(
NN Y\H Bu
o o} 0
(o)
Me

Salt 12d. A solution of 10d (0.52 g, 0.80 mmol), HCTU (0.39 g, 0.94 mmol), and 2,4,6-collidine

(1.0 mL, 7.6 mmol) in DMF (50 mL) was stirred at room temperature for 1.5 h and then

concentrated under vacuum to form a brown oil. The oil was triturated with water and dried

under vacuum. Purification by column chromatography (9:1 chloroform-isopropanol) yielded

0.33 g (55%) of 11d as a white solid, which was deprotected for 0.5 h with cleavage cocktail

(100 mL, 1:1:0.05 TFA-CH,Cl,-triisopropylsilane). The solution was concentrated under vaccum

and the residue triturated with diethyl ether to afford 0.25 g (76%) of 12d as a white solid. The

compound was used in the next step without further purification.
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MezNJH/ j(\NHzTFA /4
HoC 9
H
HoC HCTU/ MezN)Kr Nj(\ N\)k
HZCY f H B 248oline L g *
DMF HC o 0 ?
oM wﬁ'
T N N
o)
0 0
H H Me
HOJWNJH N<ipr 1d
o =< o)
150/

Artificial B-sheet 1d. A mixture of 12d (0.070 g, 0.090 mmol), 15 (0.035 g, 0.091 mmol) and
2,4,6-collidine (0.12 mL, 0.91 mmol) in dimethylformamide (10 mL) was allowed to react for
3.5 h at room temperature. The solution was concentrated under vacuum and residue was
partitioned between dichloromethane (50 mL) and water (50 mL). The water layer was washed
extra dichloromethane (50 mL). The organic layers were combined and concentrated to give
0.060g (64%) of 1d as a white powder, which was further purified by the recrystallization from

acetonitrile (2 times), to yield 0.030 g (32%) of 1d as a white powder.
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Supporting Information

Spectroscopic DATA for the compound 1a
(10 mM, CDCI; 268K)

S. Levin and J. S. Nowick

Key NOE:s assigned as infermolecular are represented with red arrows
Key NOE:s assigned as inframolecular are represented with blue arrows

Key data for amino acids.

Amino acid H, Shift ppm NH Shift ppm e Hz
Aaa 5.15 8.57 8.4
R, = Leu! 5.51 8.52 7.7
R, = Leu’ 5.09 8.24 9.7
R;=lle 4.73 8.70 10.1
R4 = Val 4.49 8.05 9.4

Aminoadipic acid (Aaa) 6 proton resonances.
pro-R: 2.92 ppm, t, (overlap)
pro-S: 2.18 ppm, td, (J; = 11.5 Hz; J, = 7.0 Hz)

anisotropy = 0.74 ppm

Key data for other NH protons.

Proton NH Shift ppm JHz
Ar-NH 10.29 -
Hydrazide Ar 10.67 7.7
Hydrazide Aaa 10.49 7.7
Bu-NH 9.62 5.5
i-Pr-NH 8.00 8.1

ESI MS m/z for Cs;HggN 101, [M+H] " caled 1058.66, found 1058.51.
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Supporting Information

Spectroscopic DATA for the compound 1b
(6 mM, CDCI; 268K)

Key NOE:s assigned as infermolecular are represented with red arrows
Key NOE:s assigned as inframolecular are represented with blue arrows

Key data for amino acids.

S. Levin and J. S. Nowick

Amino acid H,, Shift ppm NH Shift ppm Uit Hz
Aaa 5.16 8.67 9.1
R, = Leu! 5.53 8.47 8.0
R, = Leu’ 5.02 8.25 9.7
R; = Leu’ 5.01 8.68 10.4
R, = Val 4.46 8.04 8.7

Aminoadipic acid (Aaa) 6 proton resonances.
pro-R: 2.92 ppm, t, (overlap)

pro-S: 2.18 ppm, td, (J; = 11.5 Hz; J, = 7.0 Hz)
anisotropy = 0.74ppm

Key data for other NH protons.

Proton NH Shift ppm JHz
Ar-NH 10.28 -
Hydrazide Ar 10.59 7.4
Hydrazide Aaa 10.44 7.4
Bu-NH 9.54 59
i-Pr-NH 8.03 7.7

ESI MS m/z for Cs;HggN 101, [M+H] " caled 1058.66, found 1058.51.

S64
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800 MHz "H NMR Spectrum of 1b in CDCl3
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Supporting Information

800 MHz "H NMR Spectrum of 1b in CDCl3

268 K (-5 °C), 6 mM
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Supporting Information S. Levin and J. S. Nowick

Spectroscopic DATA for the compound 1¢
(8 mM, CDCI; 268K)

Key NOE:s assigned as intermolecular are represented with red arrows
Key NOE:s assigned as intramolecular are represented with blue arrows

Key data for amino acids.

Amino acid H,, Shift ppm NH Shift ppm it Hz
Aaa 5.17 8.37 broad
R, =Leu' 5.53 8.40 broad
R, = Ala’ 5.06 8.42 broad
R; = Leu’ 5.01 8.60 8.4
Rs= Alal 4.68 8.00 broad

Aminoadipic acid (Aaa) d proton resonances.
pro-R: 2.94 ppm, t, (J = 12.2 Hz)

pro-S: 2.19 ppm, td, (J; = 11.4 Hz; J, = 7.0 Hz)
anisotropy = 0.75ppm

Key data for other NH protons.

Proton NH Shift ppm JHz
Ar-NH 10.19 -
Hydrazide Ar 10.71 broad
Hydrazide Aaa 10.50 broad
Bu-NH 9.50 broad
i-Pr-NH 8.00 broad

ESI MS m/z for C47H7sN 101, [M+H] " calcd 988.58, found 988.45.

S92



Supporting Information

800 MHz "H NMR Spectrum of 1¢ in CDCl3

268 K (-5 °C), 8 mM
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Supporting Information S. Levin and J. S. Nowick

Spectroscopic DATA for the compound 1d
(20 mM, CDCI; 268K)

Key NOE:s assigned as infermolecular are represented with red arrows
Key NOE:s assigned as inframolecular are represented with blue arrows

Key data for amino acids.

Amino acid H,, Shift ppm NH Shift ppm Uit Hz
Aaa 5.16 8.67 8.7
R, = Leu! 5.54 8.39 8.0
R, = Leu’ 4.94 8.31 9.2
R; = Leu’ 4.97 8.69 10.0
Ry=Ala 4.79 7.98 7.4

Aminoadipic acid (Aaa) 6 proton resonances.
pro-R: 2.91 ppm, t, (overlap)

pro-S: 2.19 ppm, td, (J; = 11.5 Hz; J, = 7.0 Hz)
anisotropy = 0.72ppm

Key data for other NH protons.

Proton NH Shift ppm JHz
Ar-NH 10.20 -
Hydrazide Ar 10.57 7.4
Hydrazide Aaa 10.43 7.4
Bu-NH 9.62 broad
i-Pr-NH 8.03 7.4

S115

ESI MS m/z for CsoHg4N; ;012 [M+H]" caled 1030.63, found 1030.50.
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Supporting Information S. Levin and J. S. Nowick

Spectroscopic DATA for the compound 1e
(1 mM, CDCl; 268K)

Key NOE:s assigned as intermolecular are represented with red arrows

Key NOE:s assigned as intramolecular are represented with blue arrows

Dashed arrow represents an NOE that may arise from deviation from ideal B-sheet geometry or from an
alternative conformer or oligomer.

Key data for amino acids.

Amino acid H,, Shift ppm NH Shift ppm Uit Hz
Aaa 4.83 8.01 8.0
R; = Phe 5.94 8.66 7.7
R, =Leu 5.06 8.23 9.7
R; =1le 472 8.78 9.7
Rs=Ala 4.81 7.93 overlap

Aminoadipic acid (Aaa) 6 proton resonances.
pro-R: 2.80 ppm, t, (overlap)

pro-S: 2.14 ppm, td, (J; = 11.9 Hz; J, = 7.0 Hz)
anisotropy = 0.66ppm

Key data for other NH protons.

Proton NH Shift ppm JHz
Ar-NH 10.20 -
Hydrazide Ar 10.69 7.4
Hydrazide Aaa 10.63 7.4
Bu-NH 9.65 broad
i-Pr-NH 8.06 7.7

ESI MS m/z for Cs3HgoN 101, [M+H] " caled 1064.61, found 1064.48.

S141



Supporting Information

800 MHz '"H NMR Spectrum of 1e in CDCl3

268 K (-5 °C), 1 mM

slevin
2
1

SL-7-137-800-H

Current Data Parameters

USER
PROCNO

NAME

EXPNO

$SL0°

0.00
varian

20061109
40: 5mmbroadban

F2 - Acquisition Parameters
Date_

Time

INSTRUM

PROBHD

4

s2pul
55006
cdcl3
128
11001.101 Hz
0.199998 Hz
2.5000727 sec
8192
45.450 usec
4.50 usec
268.5 K
32768
799.8064116 MHz

F2 - Processing pasameter

PULPROG

SI
SF

EM

0
1.00 Hz

0
2.00

22.80 cm
200.00 cm
0.48684 ppm/cm

11.000 ppm
389.37943 Hz/cm

8797.87 Hz
-0.100 ppm

-79.98 Hz

1D NMR plot parameters

X
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F1p
F1
F2P
F2
PPMCM
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Supporting Information

800 MHz 'H NMR Spectrum of 1e in CDCl3

268 K (-5 °C), 1 mM
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Supporting Information S. Levin and J. S. Nowick

Spectroscopic DATA for the compound 1f
(4 mM, CDCI; 268K)

LA garded
AR

e %H%Hﬁ)k/a
N N
| Aaa . H3 H H

Me H (6]

Key NOE:s assigned as intermolecular are represented with red arrows.
Key NOE:s assigned as intramolecular are represented with blue arrows.

Key data for amino acids.

Amino acid H,, Shift ppm NH Shift ppm * e Hz
Aaa 5.18 8.50 8.4
R, =Leu' 5.60 8.41 8.0
R, = Phe 5.13 8.55 9.7
R;=Leu” 5.07 8.80 9.7
R4 = Ala 4.60 8.06 overlap

Aminoadipic acid (Aaa) 0 proton resonances.
pro-R: 2.94 ppm, t, (overlap)

pro-S: 2.18 ppm, td, (J; = 11.2 Hz; J, = 7.0 Hz)
anisotropy = 0.76ppm

Key data for other NH protons.

Proton NH Shift ppm JHz
Ar-NH 10.09 -
Hydrazide Ar 10.58 7.4
Hydrazide Aaa 10.40 7.4
Bu-NH 9.55 broad
i-Pr-NH 8.06 overlap

ESI MS m/z for Cs3HgoN 11012 [MJrH]+ calcd 1064.61, found 1064.48.
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800 MHz 'H NMR Spectrum of 1f in CDCl3

268 K (-5 °C), 4 mM
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Supporting Information

Spectroscopic DATA for the compound 2a
(3 mM, CDCI; 268K)

Key NOE:s assigned as infermolecular are represented with red arrows.
Key NOE:s assigned as inframolecular are represented with blue arrows.

Key data for amino acids.

S. Levin and J. S. Nowick

Amino acid H,, Shift ppm NH Shift ppm * e Hz
Aaa 5.20 8.77 8.2
R; =Leu' 5.80 8.55 8.2
R, = Phe 5.20 9.20 9.8
R; = Leu’ 5.05 8.74 broad
Rs=Ala 4.50 8.05 broad

Aminoadipic acid (Aaa) 0 proton resonances.
pro-R: 2.85 ppm, t, (/= 12.0 Hz)
pro-S: 2.20 ppm, td, (J; = 11.5 Hz; J, = 7.0 Hz)
anisotropy = 0.65ppm

Key data for other NH protons.

Proton NH Shift ppm JHz
Ar-NH 10.20 -
Hydrazide Ar 10.45 broad
Hydrazide Aaa 10.33 broad
Bu-NH 9.53 broad
i-Pr-NH 8.10 7.6

ESI MS m/z for Cs3HgoN ;01> [M+H]" caled 1062.60, found 1062.48.

S$190
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