2D PN HSQC spectrum

Backbone NH

aromatic
————

Side-chain WNH,
—p

T T T T T T
11 10 =1 8 7 ]

- Selection of !H bound to 1°N
(covalent H-N bond)

- Chemical shift edition IH and N

C (o]
Hsc/ \cH3 2 HZC\
o CH,
o
Hzc
NH
HN

102

104

106

108

110

112

114

116

118

120

122

124

126

128

130

132

aliphatic
CH,
3 2 1 Prpm
o
¢ 20
L]
° °
9
9
55 35 2210
[} Qo
75 L) 8o
A o,
9 @
0y e 90
o4 4 6
° 07 3 76 65 2
Py o '@ 9 °
(-]
66 40
17 @ 56 © 41
? 7 0
68 0 32 54 ot
.1;, 63 2¢ 29 -] 36
. (-]
5 8 9 & 23 YIM’ ¢
e 9 (] 748 16 O 0
44 . P
[ ] 2 49&51 et
o P )
’ ® 958 6
B8i5 15 °
90 50 ©
70
13 67 ° 6
° °
46
L]

96 94 92 90 88 86 84 82 80 78 76 74 7.2 70 68 6.6 6.4 62 60

'H (ppm)

BN (ppm)



NMR spectrum and
protein folding

1D *H NMR spectra with H,O presaturation
of representative NESG targets obtained
with a 1.7-mm micro NMR cryoprobe at 20°C
with corresponding NESG target IDs. A
HR3159A spectrum scores as “poor” on
account of broad poorly dispersed
resonances. B LmR69A spectrum scores
“unfolded” due to sharp and poorly
dispersed peaks in all regions. C EWR71A
spectrum scores as “promising” with the
presence of upfield-shifted methyl peaks but
crowding of the amide region (7-9 ppm),
and relatively broad peaks. D NsR431C
spectrum scores “good” with sharp uniform
intensity and upfield-shifted methyls

Rossi P. et al.
J. Biomol. NMR, 2009,
46, 11-22
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Following a binding event to extract Kd
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Following a binding event to extract Kd
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2D 13C-13C or 13C-N correlation spectrum
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2D 13C-13C intraresidue correlations
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Is higher MAS frequency really beneficial ?

MAS 12 kHz
MAS 18 kHz 13C-13Cdipolar-based transfer efficiency
2D PDSD (mix=50 ms) 2D DARR (mix=50 ms)
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Is higher MAS frequency really beneficial ?
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Comparison with solution NMR data
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Comparison with solution NMR data
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