BRED ¥, £EASTF NMROAE
BROT—FR(CHWT
BREUZW\SASS

5 15 [@ &F NMR RS

2014 7 A 11-13 H

7/11 (£) 14:00 ~ 16:30
EmOFRVY—b (F%)

HRHILKEF
FanENFHRN
BEIES ) LARF
MwESA



- 100
- 101

- 103
- 104
- 105
- 106
- 107
- 108
- 109
- 110
- 111
- 112
- 113
- 114
- 115
- 116
- 117
- 118
- 119
- 120
- 121
- 122
- 123
- 124
- 125
- 126
- 127
- 128
- 129
- 130
- 131
- 132
- 133
- 134
- 135
- 136
- 137
- 138

139

1 10 9
HN ppm

R o

3T zZuoi=

C DR EAT DD
HMa D Bl 2 SREK(C L7 ?

v T
v 0 0 6 0 0 -~ 110
0 & A - 111
0 0 Cé ‘ 0 112
(] J ‘- 113
0 - 114
® 0 b0 -
] 0.. 0 -~ 116
0 0 = 117 1
e ﬁ o. - 118 ﬁ
0 . ] 0 - 119
e 8 0. 0 120 %
(] o ‘a b - 121
0 0 ) Q ® 0’. o L]
[’} 0 0 -~ 122
M so -~ 123
o 60° L
0 [} .o . , = 124
o& 0 bo -~ 125
(] 0 0 b ) - 126
0 0 127
6 0 O.OO 128
o o 5 Faa B s '=°
HN ppm



HUAEFE, ANRD MUVIE. DffEE. B> U IR &1322?

1/swh; = inf; = nd0 * in0
1/ ZARYMIVIE = YT TR At

g ZRIFIEEBDBE ...
or Yo7 T RERMNIENS,
AR AELG S,
ol 5 fEEEDS up 1
V BRI (% Y) ?b‘\/j’u >/j‘l
ettt R o Lol RlERREERELC,

FLRIBERE = 1/ 9 fRRE aq, (FIEBRIES) = inf, * td,/2
aq, (EIFRITEH) = dw*2 * td,/2



EIFAEEMDAND MVIRIEEHNOH (IR UTIEWLFZRN

L, free induction decay (FID)

H_| 4 | |
H ‘ (UM Py
T FID hR<RZDB@EES &
VW ‘interferogram . FEEN
- JO0—-J D&
g ] 2 Decoupling h¥igiFni(E
M;m'NMJ)w‘vwwwv-m-wvwwwww BIRE/R LU (TROSY, 2D 1H)

13
C 12 L) | 1/2.J TR

vt ssmpatmete

1
‘&)‘

FID [C decoupling h'%di5& (1
<100 ms <S5WVWW? [CHIXTHL.



[B U Rl EBF 5 C 6 2 fFEE

RO RS

S

Y/
Y/

WM T T
\ W N/
M

- 122.0

- 1225

1230
‘}”‘{0 [
WE
k1235
- 124.0
- 124.5
i - 125.0
won :
v - 125.5
@’ - 126.0
- 126.5
N - 127.0
1l :
N - 1275
O - 128.0
9.4 9.2 9.0 8.8 8.6 8.4 8.2 80 94 9.2 9.0 8.8 8.6 8.4 8.2 8.0
HN ppm HN ppm

3 RHIET(E —DDElH
(9 NIE AERRBIE 1/4 (C2D (BEZ_{EICE

CLEDE

BU) .

EAER (ty, t,) DARD MUIEZ¥57239 D

3T ZzZuoi=



EH 24 hr MFITEEAHD HNCACB ZRIDFE Uz, NS=8 TURDT,
AEDFICERIETDETODDRETUZ. SHITZER{FED HNCACB Zifll3
2EDTY,

EZAH, BEORPICTIIAHENTHYZZEFULTUXL., BEREHEFD
=ZM 1/3 [CROTULERWEUE. BAEDEIULED HNCACB Z183I(C
(X, NS ZLW5ICTNELINTULSH?

ZE{ED 2D-COSY ZPHo DX F U, B(IBFEMAD reference &
HMBIETFTT ., ECBh. 500MHz-NMR O’ O0—JHhMS5 VLW ICiraD
inverse hSEfEZA BBO (CXMENTUERWVWE UK. EEI(C 1H OREE
ZERTHIEECA. inverse (& 600 XDICHW LT, EiEZA(L 300 &
CETUR. SheJO0—JZxICRUTERLDTIN, ZH|DEFEK
<HIDEEBA (85 11 pm ZU) - €FNTIE. NS ZEEICITNE. BU
Bo>—IhE5N3DTLLDH?



RXE sensitivity &(3?

BAE (S/N) oc /N, oc T4 oc JHIFERSRT oo il

REERPIETZ 2ECLULTE, BER /2 JBIIEULIRSIR,
ULh L. AERREIE 2 BICROTUES,

AEREDHLEUTHNE, BER—ETHSD (IEL. BT .

S, NS *TD,/2 ............... n
'H ‘ A ‘ " ; Ns =
: 0 1, To. () = 512
!Mw e EiERIETD TD, 2 N = 16
18> U CHRIERE Ty, (RE) = 128

RHEMEMO TD, (2
AERECEET s,  SechcRmUo



EEHNELENI IESERAKEZRS IHRERETEES.

in3.2/examdata/nmr_exp

1]

15

|| acqut: 170 ms

A

|||||||||||||||||||||||||||||||||||

10

DFEHKREWIFE FID Z23E$H(CF S (or window T FID Z#S) o



- 110
111
- 112
- 113
- 114
- 115
116
117
- 118
119
120
121
122
- 123
- 124
- 125
- 126
127
- 128

129

t, DYHAMEZR At,/2 [CERTET D& ITDBOIZEE—DIF&LEIRDIDT
PHODZWN, Tl AR MUEZAUEFZEZITAELTELL,
(ﬁi) 4hﬁﬁﬁﬁ§§WEﬁfESLfC15¥W5¢ib\>o o

3T zZu=



BKFEOY JDEGE

HIHHDE D IZ 5 EURAZ

QDI NIz EURAZ

RUERZ « ERDES SRS
I nzohh+A



- 115.0

—

7.5

6.5

7.0

HN ppm

?

A\

=

(>

8.0

BEKkFEOY I DAHED K]

& |

6.5

7.0

7.5

8.0

HN ppm

D,0 OYYDfite%ZE 76° 359 & ...
>0 - RYF2IE? B, RUD MEFEERENTVWS

BKF=DF1—



i

EKEOYVIDIULABE -- BTETTHTET -

A

10 us 150 ps

" " L] L]

[ [
: ( ) : 2 Nu
M . L] L]
" " [ [

5RUV\REE T 2H JULRZFTD ERMUTUE S,

Gradient [C&K D ANRD NUVIEDNLH
D, #ERINIWWARAZIT>IELSREU E
1B, EDIES. INVADZERSZT
Iah\ o IESMEIDREIRE RIS D 2H hifa
FREH SR, s@EH EH> /=,

. e BICHAILTUES>TVSESHIC,
Oy ILANILD E# LGB 2H ESHES
overshooting RO TW3,




13C/15N/2H 90° JULAEIE BFiENTWNS ?
3C-1H;-OH X & ./ — )L I
T R E L
in d-DMSO 'H | 2 ,”
)I\ 15N/13C 9
H,N~ ~NH, |
0 =(° 2IxSz — -2IxSy
—IXSﬁ Amp @ Linearity h\iAE=NhTLWNII ....
RF
IxSa h
dB, —dB, =-20-log,, Pl —
2

AIIUABGHRESNTLRVNEWLTRN



15N JULA®D RF-field it 20% N & ...

1
-25 dBw 23dBw v

>——

J

J \/‘}: JRI VYN TV VAN, SNV ¥ SUACR N S W\/\/«*—WW—o

>
————
———
c—
[C——
p—

ppppp

CPMG EERVPZEHIG/\ILAERTIE E>5D & tune-up
SNELDIEVSHIEIE TODREICEITTUES,



1D HNCO %Z{E> ThERABIED 13C 90° JVLATEDIRTE

IBREICK DT 199 BNRBRD /2 EREHRBC EICHAEI DI ERIN?

Ty
‘ I “ |||||||| ||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||| \|||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||\ n‘f’ s

o | ‘I‘ | a2 | 5 KE K T

Xy +x Xy

§ ‘ \\\\ ‘ A

‘ N N

.

13Co

T
T 1 11 11 1

13Co (FRREMF L. {EFS T FODTHHIEVLDT off-resonance ZhEH
INEL, = £ 1° KRiBDEZRHNTET S,



A sample containing 20mM Na-acetate buffer and no salt
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- The power for the exact 90 deg (dby,) can be calculated from the
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The magnetization that has never passed N is eliminated by the
combination of phase-cyclings. Furthermore, the off-resonance effect
of $1 and ¢2 90 deg pulses and chemical shift evolution during the
short ¢, can also be removed by application of $4 = pulse.

The 90x-180y-90x composite pulse has a similar effect to a = pulse
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xyz2pipe -in fid/test%03d.fid -x
-fn SP -off 0.5 -end 1.0 -pow 2 -c 1.0
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-fn FT
-fn EXT

-verb

-x1 5.5PPM -xn 11.2PPM -sw
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xyz2pipe -in ft/temp%03d.DAT -y
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|
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-verb
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-fn PS -inv -hdr
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-y -ov -inPlace
-verb
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-fn SP -off 0.5 -end 1.0 -pow 2 -c 1.0

-fn ZF -size 128

-fn FT -neg
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| nmrPipe
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HN ppm

100 uM °N-labeled in 20 mM Na-Pi
(pH 6.0) and 10% D,O

12 11 10 9 8 7 6

12

HN ppm

170 uM ">N-labeled in 20 mM Na-
acetate (pH 4.0) and 10% D,O

2D FHSQC-TROSY wfb and WG at 298K on 400MHz (1024* x 128%)
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15N-edited NOESY
on 600 MHz (room-temp. probe)

15N-edited NOESY

on 800 MHz (cryogenic probe)
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&S5 15N @D decoupling HisiBE T, HElD
BERERODTUEXRSLSE. enlcJO—T6
ENne>S.,

pcpd3 (@90°) = 150 ps & 300 ps [CEITE
50 %l/-C\ %o)ﬁ'@}\og—’&fﬁﬁa%5o

150 ps : 106 / (150*4) = 1666.7 Hz (@ x dB)
300 ps : 106 / (300*4) = 833.35 Hz (@ (x+6) dB)

RF-BHSME , = 20 * log ;o (/UVRE,, + JULRE,,) + RF-HSMHE ,

RF-ii538E (w=-yB,) (IEE(CLLH)



Bh (Dy bk, W) & &F (RILE, V) OZEICLEHT S,

0.1 W= 10 dBW
1 Ww=2~0 dbWwW
10 W= -10 4dBW
100 w = -20 dBW
200 W = -23 dBW
400 W = -26 dBW

RF-BE5E (V, JULARDSEHE) ¥R (CRNE 6 dB B9
BH/IND— (W) BN CHRNE 3 dBw BT,

15N @ decoupling @ pcpd3 (@90°) = 150 ps Z 300 pus
(CEFEEE, JO—ITA D&% 1/4 (1B,



Decoupling @ 90° JVLRARI#ES(C? - 15N §& -

FEHFEIC 600 MHZ WADTE/E. =& 2D H-15N HSQC 5
IRdKS. TH. FID ODEmHBD 15N-decoupling @D 90° JULR
E (pcpd3) (F#ES(CITNELNWND?

15N saturation DE5E
=118 £ 16 ppm
— 32 ppm * 600MHz * 0.1013 = 1,945 Hz

WALTZ-16 @ figure of merit : 1.8
— RF-field : 1,945/1.8 = 1,081 Hz

-
N—=00woOo~NOOOU P
3T zZui=

pcpd3 = 109/1,081/4 = 231 us (@ 90°)
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figure of merit

TEEEIREX
WALTZ-16 1.8
GARP 4.8
WWWMMNMUM\NMWWWMMW MA‘\/!

| ! l I | l
2 4 6

offset (kHz)
2,300 Hz (@19 = 109 ps) T decoupling ULEIZS

Multidimensional NMR in Liquids by van de Ven



Decoupling @ 90° JVLARIES(C ? - 13C §F -

IRAIEEBEIZR. TNUA Tnpk FIICADTZE/z 950MHz 5DWTIC
STEUTHITFLS, 2D 1H-13C HSQC @ 13C-decoupling @ 90° /X
JILAE (pcpd2) (FES(CITNEVNWVDHR?

13C saturation (aliphatic) DO&EH
=41 £+ 40 ppm
— 80 ppm * 950MHz * 0.2514 = 19,106 Hz

GARP-4 @ figure of merit : 4.8
— RF-field : 19,106/4.8 = 3,980 Hz

pcpd2 = 10%/3,980/4 = 63 ps (@ 90°)

ERSE(C [55 ps KDL (FHERFSFTOIR ] LEVWTHD, EDE
DIEDOTZR. BN ? TEENLY» . FERBEAKICHENIVEK~,




HFARSEMD NMR Y204 F1 ¥ > 0Dk

ARE(F F1 Y2 2(C 20 NFEDEY hIIL—HE&E
FOTCRBRETHEZ LTV DIIHEEDEE

T
LR 12000 e S— 5
¥ X7 XTiilk i1 9 {EM =7 N i i 9 {EH

SFEHISE 2,500 K H FEHISE 400-600 fEM
0.2 A EvRoI— PPN




