Data S1. NMR spectra, statistics and chemical shifts. Related to Figure 2

(A) 1 H NMR spectrum of FADDI-118 (D2 O, 600 MHz). (B) Expansions of 1 H NMR spectrum of FADDI-118 (D2 O,
600 MHz). (C). 13 C NMR spectrum of FADDI-118 (D2 O, 150 MHz). (D) Expansions of 13 C NMR spectrum of FADDI-
118 (D2 O, 150 MHz). (E) COSY NMR spectrum of FADDI-118 (D2 O). (F) TOCSY NMR spectrum of FADDI-118 (D2 O).
(G) edHSQC NMR spectrum of FADDI-118 (D2 O). (H) HMBC NMR spectrum of FADDI-118 (D2 O). (1) 1H and 13C
Chemical shifts for octapeptin C4 peptide in water at 22°C. (J) NMR statistics for the solution structure of
octapeptin C4 and FADDI-115 in DPC micelles. (K) NMR assignments of FADDI-118 TFA salt in D20 (1H 600 MHz,
13C 150 MHz) derived from analysis of 2D NMR spectra.
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FADDI-118 D20 1H

Current Data Parameters
NAME MCC6399_001_2

EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20151009
Time 14.54
INSTRUM spect
PROBHD 5 mm PASEI 1H/
PULPROG zg
TD 32768
SOLVENT D20
NS 64
DS 2
SWH 7183.908 Hz
FIDRES 0.219235 Hz
AQ 2.2806528 sec
RG 456
DW 69.600 usec
DE 12.00 usec
TE 298.0 K
D1 1.00000000 sec

‘ TDO 1
======== CHANNEL fl ========
NUC1 1H
Pl 9.80 usec
PL1 -3.00 dB
PL1IW 18.79452133 W
SFO1 600.0830004 MHz
F2 - Processing parameters
SI 65536

‘ SF 600.0799550 MHz
‘ WDW no
J I SSB 0

[ i [ LB 0 Hz

GB 0
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FADDI-118 D20 1H

3.0 2.8 2.6 2.4 2.2 2.0 1.8 1.6 1.4 1.2 1.0 0.8 ppm

3.2

3.4

LvC ¥
AR
€CE T
6CE° Y
8EE VT =
09€" v —F
69€° ¥
vLE T
78E" ¥
LeE T
90% ¥
A% A4
X474
PLS T
889V
209" ¥
oLL v

ppm

4.5

5.0

5.5

6.0

6.5

7.0



Current Data Parameters

FADDI-118 D20 13C NAME MCC6399_001
EXPNO 7
PROCNO 1
F2 - Acquisition Parameters
Date_ 20151010
Time 10.45
INSTRUM spect
PROBHD 5 mm CPTCI 1H/
PULPROG zgpg
TD 65536
SOLVENT D20
NS 7000
DS 4
SWH 39062.500 Hz
FIDRES 0.596046 Hz
AQ 0.8388608 sec
RG 6502
bW 12.800 usec
DE 21.96 usec
TE 298.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
== CHANNEL f1
12.00 usec
-2.40 dB
120.04185486 W
150.9194078 MHz
== CHANNEL f2 =
CPDPRG[2 waltzlé
NUC2 1H
PCPD2 80.00 usec
PL2 2.00 dB
PL12 16.83 dB
PL13 120.00 dB
PL2W 9.65199947 W
PL12W 0.31740758 W
PL13W ow
SFO2 600.1330006 MHz
! F2 - Processing parameters
ihidly SI 65536
" I SF 150.9026950 MHz
WDW no
SSB 0
LB 0 Hz
GB 0
T T T T T T T T T T T BC 1.00
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FADDI-118 p20 13C
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FADDI-118 D20 gCOSY
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Current Data Parameters

Hz
Hz
sec

usec
usec

sec
sec
sec
sec
sec

usec
usec
dB

NAME MCC6399_001
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20151008
Time 17.53
INSTRUM spect.
PROBHD 5 mm CPTCI 1H/
PULPROG cosygpqf
TD 2048
SOLVENT D20
NS 8
DS 8
SWH 7183.908
FIDRES 3.507768
AQ 0.1425408
RG 812.7
DW 69.600
DE 12.00
TE 298.1
DO 0.00000300
D1 1.00000000
D13 0.00000400
D16 0.00020000
INO 0.00013920
CHANNEL f1 =
1H
7.25
7.25
PL1 2.00
PL1W 9.65199947
SFO1 600.1330006

MHz

GPZ1
P16

TD
SFO1
FIDRES
SW
FnMODE

600.133
56.124283
11.971

QF

usec

F1 - Acquisition parameters
256

MHz
Hz
ppm

F2 - Processing parameters
1024

sI
SF 600.1299348 MHz
WDW QSINE
SSB 0

LB 0 Hz

GB 0

PC 1.00

F1 - Processing parameters
ST 1024
Mc2 oF

SF 600.1299369 MHz
WDW QSINE
SSB 0

LB 0 Hz

GB 0



FADDI-118 D20 TOCSY
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Current Data Parameters
NAME MCC6399_001
5

E]
]

EXPNO

PROCNO 1

F2 - Acquisition Parameters

Date_ 20151008
20.32

INSTRUM spect

PROBHD 5 mm CPTCI 1H/

PULPROG mlevesgpph

D 2048

SOLVENT D20

NS 16

DS 16

s 7183.908 Hz

WH
FIDRES 3.507768 Hz
A

Q 0.1425408 sec
RG 7
DW 69.600 usec
DE 12.00 usec
TE 298.0 K
DO 0.00004498 sec
D1 2.00000000 sec
D9 0.08000000 sec
D12 0.00002000 sec
D16 0.00020000 sec
INO 0.00013920 sec
L1 42

= CHANNEL f1 =
NUCL
Pl 7.
P2 14.
PS5 18.
P6 28.
»7 56.
P12 2400.
P17 250
PLO 120.
PL1 2.
PL10 13.74 dB
PLOW W
PLIW 9.65199947 W
PL10W 0.64657265 W
SFO1 600.1330006 MHz
sP1 .78 dB
SPNAM[1] $incl.1000
SPOALL 0.500

SPOFFS1 0 Hz

= GRADIENT CHANNEL
GPNAM[1] sine.100

GPNAM[2] sine.100
GPz1 31.00 %
GPz2 11.0;

P16 1000.00 usec

Fl - Acquisition parameters
D 256

SFOL 600.133 MHz
FIDRES 56.124283 Hz
s 11.971 ppm
FnMODE States-TPPI

F2 - Processing parameters
ST 02

SF 600.1299364 MHz
WDW QSINE

SSB 2

LB 0 Hz

GB 0

pC 1.00

Fl - Processing parameters
ST 1024

Mc2 States-TPPI

SF 600.1299347 MHz
WDW

ssB 2

LB 0 Hz

GB 0




FADDI-118 p20
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Current Data Parameters
HCC6395_001

NRME
EXPN0
BROCNO

Tine
IETRON
PROBHD.

PULEROG

SOLVENT
xs

BLi2 P
PLON O W

PL2; 120.04185486 W
PL120 129862309
sF02 150.9148808 Mz
383 4

se7 a1
Spi4 Slos as
5031 1,97 as
SPNAM[3] Cep80,0.5,20.1
SPNAM[T]  Crpéocomp.
SPUAM(L4 Cep32,1.5,20.2
SPNAM(31 Crp32,1.5,20.2
SP0ALS 0500
PoALT 0’500
SPoALL 0500
5PoAL 0500
SPoFFS3

Sporrs?

SPOFFSLA

SPoFFS31

wnnn GRADIENT CHAMNEL =-mmm
GenAN (1) eine. 10
GemAn (2] sine.100
GeNAN{3] sine 100
Gonan( sine.100
ezl 50.00 %
Grz2 20120 %
Gra3 12000 3
=2 5100 %
P16 1000100 usec
P13 600,00 uzee
FI - Acquisition parameters
E 56
sFo1 150.9145 iz
FIDRES 200.433823 Rz
sw 170,000 ppn
FaMODE  Echo-Antiecho

F2 - Processing parameters
st 2038

sF 600.1299336 Mz
Wk osTiE

538 2

L8 0 he

G o

ve 1.00

3
1

F2 - Acquisition Parameters
Date_ 20151008
Ta.36

5 mm CPTCT 1R,
hsqeedetgpsisp2.2
2046

2.00 8
5.65199547
600.1327006 Mz

FI - Processing parameters
1 1024

scho-antisens
150.9026942 Mz
osmE



FADDI-118 D20 gHMBC ‘ \ ‘
Current Data Parameters

| s Wece355. 001

\‘ i | 1‘ | ExoNo i

] b o :
il i "'N Iy hy |
I | 1! I /o N
] Mo Wbt U AJUL PPM o - ciiiiion saraneiens
Date_ 20151010
| Tim
i 20 .
oY PROBED 5 mm CPT
£ g f PULPROG  hmbcgp.
& B 2 I
) |
@ SOLVENT
NS
DS 1
) © - SHH 7183.908 Hz
£ ~ 40 riomes 1.753884 Hz
Q 0.2850816 sec
RG 6341
W 69.600 usec
DE 12.00 usec
) E 298.0 X
cnsT2 135.0000000
. CNST13 8.0000000
- Do 0.00000300 sec
;| 60 O 2100000000 sec
{ D2 0.00370370 sec
Y 2} D6 0106250000 sec
5 Dl6 0.00020000 sec
™o 0.00001380 sec
CHANNEL £1
1
200
9.65199947 W
600.1330006 Miiz
CHANNEL £2 =
~100 1160 usec
-2.40 dB
120.04185486 W
sF02 150.9178988 MHz
GRADIENT CHANNEL
GENAM([1]
GPNAM([2] sine.100
GENAM(3] sine.100
120 o
Gpz2
‘ Gpz3 0.
P16 1000.00 usec
Hefl b
) F1 - Acquisition parameters
n ™ 256
-4 - 7 sFol 150.9179 MHz
— 140 FIDRES 282.968231 Hz
sH 239.998 ppm
FnMODE oF
F2 - Processing parameters
ST 1024
SF 600.1299340 Mz
WDw QSINE
ssB 2
160 = 0 Hz
B 0
rC 1.00
F1 - Processing parameters
] 3 s1 1024
% ez oF
¢ SF 150.9027021 MHz
— 180 WOW QSINE
ssB 2
T T T T T T T T T T T T T T T LB 0 Hz
B 0
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'H and '3C Chemical shifts for octapeptin C4 peptide in water at 22°C.

H
Res |[Atom|Shift | |Res |Atom|Shift | |Res |Atom|Shift | [Res |Atom|Shift
HDec |[CA 45.61 2 CA 54 4 HA 4.58 7 CA 54 .49
HDec |[CB 71.58 2 CB 33.22 4 HN 8.78 7 CB 31.48
HDec |[CC 38.88 2 CG 38.03 4 HZ 7.34 7 CG 39.08
HDec |CD 27.24 2 HA 4.15 4 QB 3.08 7 HA 4.32
HDec |(CE 31.01 2 HB2 |2 4 QD 7.26 7 HB2 |2.15
HDec |CF 30.99 2 HB3 |1.86 4 QE 74 7 HB3 |2.03
HDec |CG 33.62 2 HD 7.92 7 HG2 |3.06
HDec |CH 24 .61 2 HG2 |3.44 5 CA 54.39 7 HG3 |3
HDec |CI 15.97 2 HG3 (3.08 5 CB 41.89 7 HN 8.34
HDec [HA1 2.52 2 HN 8.56 5 CD1 24.78
HDec [HA2 [2.39 5 CD2 [22.98 8 CA 55.62
HDec [HB 3.99 3 CA 53.13 5 CG2 (26.13 8 CB 41.13
HDec [QC 1.51 3 CB 32.13 5 HA 4.24 8 CD1 24 .46
HDec [HD1 1.3 3 CG 38.66 5 HG 0.87 8 CD2 [23.55
HDec ([HD2 (1.39 3 HA 4.47 5 HN 8.56 8 CG2 (26.84
HDec |[QE 1.3 3 HB2 |2 5 QB 1.44 8 HA 4.24
HDec |[QF 1.27 3 HB3 |1.93 5 QD1 ]0.78 8 HG 1.54
HDec |QG 1.26 3 HG2 |2.89 5 QD2 |0.71 8 HN 8.29
HDec |QH 1.28 3 HG3 |2.77 8 QB 1.62
HDec (Ql 0.86 3 HN 8.31 6 CA 54.72 8 QD1 ]0.92
1 CA 54.19 6 CB 30.28 8 QD2 10.87
1 CB 31.23 4 CA 58.16 6 CG 39.28
1 CG 39.07 4 CB 39.34 6 HA 4.21
1 HA 4.38 4 CD 13153 |6 HB2 [2.26
1 HB2 [2.21 4 CE 13148 |6 HB3 (2.2
1 HB3 (2.1 4 Cz 12993 |6 HN 8.42
1 HN 8.52 6 QG 3.1
1 QG 3.13

The nomenclature of the R-3-hydroxydecanoyl (HDec) group is shown below. Protons with the same apparent chemical shift in the '"H NMR

spectrum are denoted by the pseudoatom Q.




H and '3C Chemical shifts for FADDI-115 peptide in water at 22°C

H

Res |(Atom|Shift | |Res [Atom|Shift | |[Res |Atom|Shift | [Res |Atom|Shift
Dec CA 38.42 2 CA 54.58 4 HA 457 7 CA 55.05
Dec CB 28.36 2 CB 33.85 4 HN 8.72 7 CB 32.14
Dec CC 31.62 2 CG 38.65 4 HZ 7.32 7 CG 39.79
Dec C-DEF |31.82 2 HA 414 4 QB 3.07 7 HA 4.32
Dec CG 34.34 2 HB2 [1.96 4 QD 7.25 7 HB2 [2.14
Dec CH 25.24 2 HB3 [1.84 4 QE 7.38 7 HB3 [2.01
Dec Cl 16.6 2 HD 7.93 7 HG2 [3.03
Dec QA 2.28 2 HG2 [3.44 5 CA 55.03 7 HG3 [2.97
Dec |[QB 1.54 2 HG3 |3.06 5 CB 4252 | |7 HN  [8.33
Dec QC 1.26 2 HN 8.58 5 CD1 |254
Dec |Q-DEF|1.27 5 CD2 |2361 | |8 CA |56.23
Dec QG 1.27 3 CA 53.83 5 CG2 26.82 8 CB 41.82
Dec |QH [1.26 3 CB 3272 | |5 HA  |4.24 8 CD1 [25.09
Dec Ql 0.84 3 CG 39.34 5 HG 0.9 8 CD2 |24.17

3 HA 4.42 5 HN 8.54 8 CG2 |27.47
1 CA 54.91 3 HB2 [1.96 5 QB 1.42 8 HA 423
1 CB 31.9 3 HB3 [1.91 5 QD1 10.78 8 HG 1.52
1 CG 40.01 3 HG2 |2.87 5 QD2 |0.71 8 HN 8.26
1 HA 4.32 3 HG3 [2.75 8 QB 1.59
1 HB2 [2.16 3 HN 8.24 6 CA 55.38 8 QD1 ]0.91
1 HB3 [2.08 6 CB 30.81 8 QD2 10.82
1 HN  [8.43 4 CA |58.66 | |6 CG [39.68
1 QG 3.1 4 CB 40.08 6 HA 418

4 CcD 132.18| (6 HB2 [2.26

4 CE 13211 |6 HB3 [2.17

4 (04 130.56 | (6 HN  [8.46

6 QG 31

The nomenclature of the decanoyl (Dec) group is shown below. Protons with the same apparent chemical shift in the "H NMR spectrum are
denoted by the pseudoatom Q.




3JunHa (Hz) and 'H amide temperature coefficients (ATyn) x 10° for octapeptin C4 and FADDI-115 peptide in water at 22°C

Octapeptin C4 FADDI-115

Residue | *Jp (H2) | ATy x10° Residue | *Jy, (H2) | AT x10°
1 6.75 673+£025 | |1 6.3 -78+0.14
2 6.86 6.80+025 | |2 6.98 -76+0.17
3 8.28 490+025 | |3 74 454013
4 5.8 -910+£008 | |4 5.90 -89+0.14
5 8.12 -876+003 | |5 7.89 -9.8+0.22
6 5.3 -423+006 | |6 6.5 -4.6+0.09
7 4.4 -087+0.13 | |7 512 -20+0.13
8 6.38 -970+£013 | |8 6.7 -10.1£0.23
2HD 82,45 -840+022 | |2HD 8643 -8.6+0.27




'H and '3C Chemical shifts for octapeptin C4 peptide in 120 mM DPC at 25°C

OH O
WN/
| G E C A |

H

Res |Atom|Shift | |Res |Atom|Shift | [Res |Atom|Shift | |Res |[Atom|Shift
Dec |CA 44.5 2 CA 52.09 | |4 HA 4.48 7 CA 53.31
Dec |CB 70.27 | |2 CB 30.73 | |4 HB2 |2.96 7 CB 29.67
Dec |CC 38.37 | |2 CG 36.14 | |4 HB3 |3.02 7 CG 37.44
Dec |CD 26.83 | |2 HA 3.92 4 HN 8.9 7 HA 4.25
Dec |CE 3062 | |2 HB2 [2.07 4 HZ 711 7 HB2 |[2.08
Dec |CF 31.13 | |2 HB3 [1.92 4 QD 7.19 7 HB3 [1.99
Dec |CG 3293 | |2 HD 7.43 4 QE 7.21 7 HG2 |(3.01
Dec |CH 23.6 2 HG2 |35 7 HN 8.42
Dec |CI 14.85 | |2 HG3 [2.95 5 CA 52.19
Dec |HA1 |24 2 HN 8.51 5 CB 39.86 | |8 CA 53.85
Dec |HA2 |[2.3 5 CD1 |[24.02 | |8 CB 39.7
Dec |QB 3.88 3 CA 5157 | |5 CcD2 [22.07 | |8 CD1 [23.62
Dec |HC1 |1.48 3 CB 29.78 | |5 CG2 [2556 | |8 CD2 [22.1
Dec |HC2 [1.43 3 CG 3718 | |5 HA 4.29 8 CG2 [25.98
Dec |HD1 |[1.43 3 HA 4.42 5 HG 1.49 8 HA 4.12
Dec |HD2 |[1.28 3 HB2 [1.97 5 HN 8.14 8 HG 1.52
Dec |QE 1.26 3 HB3 [1.95 5 QB 1.43 8 HN 8.09
Dec |QF 1.18 3 HG3 [2.87 5 QD1 |[0.77 8 QB 1.64
Dec |QG 1.24 3 HN 7.98 5 QD2 |0.7 8 QD1 |0.89
Dec |QH 1.24 8 QD2 |0.82
Dec |Ql 0.83 4 CA 56.07 | |6 CA 53.94
1 CA 53.86 | |4 CB 3764 | |6 CB 29.02
1 CB 29.04 | |4 CcD 130.26 | |6 CG 37.67
1 CG 37.61 4 CE 129.27| |6 HA 4.22
1 HA 4.19 4 cz 127.49| |6 HB2 |2.17
1 HB2 |[2.11 6 HB3 [2.14
1 HB3 [2.08 6 HN 8.53
1 HN 8.86 6 QG 3.1
1 QG |3.04

The nomenclature of the R-3-hydroxydecanoyl (HDec) group is shown below. Protons with the same apparent chemical shift in the 'H NMR

spectrum are denoted by the pseudoatom Q.




'H and '3C Chemical shifts for FADDI-115 peptide in 120 mM DPC at 25°C

H
Res [Atom|Shift | |[Res |[Atom|Shift | [Res |Atom|Shift | [Res |Atom|Shift
Dec |[CA [36.15 | |2 CA |51.47 | |4 HA  |4.51 7 CA  |54.05
Dec |[CB [26.42 | |2 CB 3082 | |4 HN  [8.72 7 CB  [29.54
Dec |[CC (3069 | |2 CG 3597 | |4 Hz  |7.11 7 HA  [4.26
Dec |C-DEF|[31.28 | |2 HA  |4.09 4 QB  [2.97 7 HB2 [2.08
Dec |[CG [32.92 | |2 HB2 |[2.12 4 QD (7.2 7 HB3 [1.97
Dec |[CH [2369 | |2 HB3 |1.81 4 QE (7.2 7 HG2 |[3.03
Dec |CI 14.88 | |2 HG2 |3.51 7 HG3 |3
Dec |HA2 [2.29 2 HG3 [2.95 5 CB  [39.7 7 HN  [8.79
Dec |[HA3 |[2.18 2 HN  [8.65 5 CD1 [23.99
Dec |HB2 |[1.52 2 HND |7.43 5 CD2 [22.14 | |8 CA  |53.58
Dec |HB3 |[1.47 5 CG2 (3036 | |8 CB  [39.83
Dec |QC [1.23 3 CA [51.9 5 HA  |4.35 8 CD1 |23.56
Dec |Q-DEF|1.21 3 CB (2961 | |5 HB2 |1.47 8 CD2 [22.01
Dec |QG [1.23 3 CG (3721 | |5 HB3 |1.44 8 CG2 [25.33
Dec |QH [1.23 3 HA  |4.36 5 HG |1.16 8 HA  [4.17
Dec |Ql 0.82 3 QB  [1.94 5 HN  18.33 8 HB2 [1.66
3 QG [2.84 5 QD1 (0.8 8 HB3 |1.62

1 CA [53.55 | |3 HN  [7.96 5 QD2 [0.72 8 HG  [1.49
1 CB  [29.23 8 HN  [8.06
1 CG (3764 | |4 CA |55.58 | |6 CA (5329 | |8 QD1 [0.89
1 HA  [4.13 4 CB |37.66 | |6 CB (288 8 QD2 (0.81
1 HN  [8.71 4 CD |130.1 | |6 CG |37.53
1 QB (2.1 4 CE [1292 | |6 HA  [4.26
1 QG [3.08 4 cz 127.36| |6 HN  [8.59

6 QB  [2.17

6 QG  [3.09

The nomenclature of the decanoyl (Dec) group is shown below. Protons with the same apparent chemical shift in the '"H NMR spectrum are
denoted by the pseudoatom Q.




NMR statistics for the solution structure of octapeptin C4 and FADDI-115 in DPC micelles.

NOE distance restraints Octapeptin C4 FADDI-115
Total Number 217 192

Intra residual, |i — j]=0 60 53

Sequential, |i — J|F1 83 88
Mediumrange,1<|i — j|<5 41 33

Long range®, i—j|= 5 36 21

Maximal violation 0.06 0.12

Final CYANA target function value 0.0084+/-0.0009A2 0.12+/-0.0003A2

RMSD to mean coordinates:
Back bone atoms N,C* C’ 0.05+-0.01A 0.06+/-0.01A

All heavy atoms 0.38+/-0.05A 0.38+/-0.08A

%4 upper and 3 lower distance restraints were implemented to maintain an amide bond with trans geometry between Dab3
and Leu9 during the calculation and are included in the table.



K

NMR assignments of FADDI-118 TFA salt in D,O (1H 600 MHz, '3C 150 MHz) derived from analysis of 2D NMR spectra.?

fmino B¢ & (ppm)° H & (mult., J (Hz))’ Amifto Be s (ppm)°  'H & (mult., J (Hz))?
Acid” 2 Acid® i
1 174.0* 1 1736
2 523 433(dd,54,9.2) 2 526 424 (dd, 0)
” 2.07 (m) 2.19 (m)

3 293 215 (m) 3 284 225 ()

4 370° 3.09 (m 4 36.9° 3.08 (0

1 1738 1 1732

2 51.9 417 (0) 2 529 437 (dd, 5.8, 8.8)

1.86 (m) . 2.07 (m)
a2 1.99 (m) 233 2.19 (m)
3.10 (0) 3.02 (0)

4 ol 3.41 idddl 6.7| 9.3| 14.4I : S 3.05 ioi

1 172.26 1 172.25

2 51.3 441 (dd,54,9.2) 2 60.1 4.16 (d, 5.4))

1.88 (m)
302 192 (m) 3 392 4.19 (0)
275 (ddd, 6.7, 9.3, 13.0)

4 36.6 el e e 4 19.8 1.18 (d, 6.3)

1 174.0* 1 178.4

2 56.1 459 (t, 82) 2 359 2.28 (0)

3 377 3.06 (0) 8 259 154 (it, 6.5, 6.5)

4 136.4 4 299 1.26 (0)

7 128 1 7.33(dd, 7.5,7.5) 5 288 1.26 (0)
59 12967 7.25(d, 7.5) 6 316 1.24 (0)
6,8 12968 7.38(dd, 7.5,7.5 T 27 1.25 (0)

8 141 0.85 (t, 7.1)

1 1755

2 525 424 (0)

1.41(ddd, 4.5, 10.8, 14.0)

3 399 1.47 (ddd, 4.5, 10.4, 14.0)

4 243 0.90 (br m)

5 21.1 0.71 (d, 6.5)

6 229 0.78 (d, 6.5)

2 The 'H and '*C NMR spectra were externally calibrated to NaOAc (&u 1.90 and 8.44 and ¢ 24.0 and 171.7; 10 mg in
500 yL D20) (H. E. Gottlieb, V. Kotlyar and A. Nudelman, J. Org. Chem.,1997,62,7512). b Numbering from the
carbonyl group of the amino acids.  '>*C NMR chemical shifts quoted to one decimal except where resonances resolved, ¢ s

=singlet, d = doublet, t = triplet, 0 = overlap. ¢ assignment may be interchanged, * = co-incident resonances.



