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© Magnitude COSY

P

4

~

< COSY-45 Pulse Sequence>

- Principle

Pulprog : cosyqpgf (gp: gradient , gf: magnitude mode)
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© Record 1D Spectrum (Optimize O1 & SW)

- Spectrometer : F1 (1H)

- Preparation



1. edc (cosy/1/1)

2. Sample 27| : lift on,off
3. locking : lock — Z0H& &
4.shim gt £2J| :rsh
5.shim =& 2,7

6. Tuning , Matching : wobb

7. getprosol

- Set up acquisition parameter : eda
Parameter Value Comments
Pulprog zg
TD 32k standard value
NS 1
DS 0
D1 2 default value
SwW 20 OIXNAEE B
Oo1P 10ppm
- Set up processing parameter : edp

Parameter

Value

Comments




Sl 16 k
LB 0.3Hz
PSCAL global

- Acquisition + Processing
- rga (receiver gain auto)
-zg (zero + go)
- efp (em + ft + phase)
- apk (auto phase correction)

- abs (auto baseline correction)

- sref (set reference)

: ph01, ph02

- phase &=
CHotod dp1:F1,F2, PSCAL=yes , sw-sf01

o 5t
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© Record COSY Spectrum

- Preparation
1. iexpno (increment experiment number , cosy/2/1)

2. parmode = 2D I EH

- Set up acquisition : eda or ased



Parameter F2 F1 Comments
Pulprog cosyqf
TD 2K 256
NUC1 1H
NDO 1 # of delay dO
Phase mode Fnmode = QF not phase sensitive
NS 8 4xn
DS 16
pl(pll) 90 pulse length & power in F1 channel
DO 3
D1 3 default value
Sw IDSW | F2¢%t 223t
- Acquisition
- rga (receiver gain auto)
-zg (zero + go)
% expt: experiment time
- Set up processing : edp
Parameter F2 F1 Comments
>=TD(F2), | =2xTD(F1),
Sl
2K 512




WDW SINE SINE
SSB 0 0 # of delay dO
PH_mod no mc magnitude calculation
PKNL TRUE CIXE Z2H AISAl ER
BC_mod quad no
determine type of FT: QF results in a forward
MC2 QF
quadrature complex FT
- Processing

- xfb (2D-FT in F2+F1 - dimension)

% xf2 (Ftin F2-dimension) , xf1 (FT in F1-dimension)

- abs?2 (auto-baseline in F2-dimension)

| & ladjust the threshold level

| +/- ||change the positive/negative peaks

| I:Ill expand the interests region

- abs1 (auto-baseline in F1-dimension)

_ defplot (2= 3HE 318 &)

Change levels?

Please enter number of positive levels? 6

Display contours?




- Plotting the Spectrum
- rpar standard2D plot ( & & &t plot parameter gt £2J1)
- edg
- Click ed button of EDPROJ1

PF1DU u

PF1USER {name of user for file cosy/1/1)
FPF1NAME cosy

PF1EXP 1

PFIPROC 1

- Click ed button of EDPROJ2

PFzDU u

PF2USER {name of user for file cosy/1/1)
PF2NAME cosy

PEZEXF 1

PF2ZPROC | - Calibrate refrence peak is as Oppm

- setti
- view or xwinplot
- plot

© Double-Quantum Filtered (DQF) COSY
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<DQF-COSY Pulse Sequence>

- Principle

- phase sensitive mode : good resolution ( * broad peak in magnitude mode )



- mutiple quantum coherence after second pulse
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© Record 1D Spectrum (Optimize O1 & SW)
© Record COSY Spectrum
- Preparation

- edc : cosy/3/1, (from cosy/2/1)

- Set up acquisition : eda

Parameter F2 F1 Comments

Pulprog cosydfph

TD 2K 512

NUC1 1H

NDO 1 # of delay dO




Phase mode Fnmode = States-TPPI not phase sensitive
NS 16 4xn
DS 16
pl(pll) 90 pulse length & power in F1 channel
DO 3
D1 3s default value
SW ID SW F2 2t 2238t

- Set up processing : edp

Parameter F2 F1 Comments
Sl >=TD(F2), 2K [ =2xTD(F1), 1K
WDW SINE SINE
SSB 2 2 # of delay dO
PH_mod pk pk phase correction

PKNL TRUE CIXE Z2H AIESAl ER

BC_mod no no
MC2 States-TPPI States-TPPI results in a foward complex FT

- Acquisition + Processing

- gs (interactive go)




A fid AE =010F 3HS 1/2 8 & rg st &8

-zg (zero +go) ¥ norga

- Processing
- xfb (2D-FT in F2+F1 - dimension)
% xf2 (Ftin F2-dimension) , xf1 (FT in F1-dimension)

- abs?2 (auto-baseline in F2-dimension)

| & ladjust the threshold level

| +1- |change the positive/negative peaks

| I:I|| expand the interests region

- abs1 (auto-baseline in F1-dimension)

- phase (1.row, 2.column)
¥ cross peak £ phase ZC}. (not digonal peak)

% dgf-cosy 2| peak = anti-phase OICt. (positive + negative)

- defplot (2 & 3t= 3H HE)
Change levels? y
Please enter number of positive levels? 6

Display contours? n

- Plotting the Spectrum



- rpar standard2D plot ( & & &t

- edg

- Click ed button of EDPROJ1

PF1DU
PF1USER
PF1INAME
PF1EXP

PF1IPROC

u

{name of user for file cosy/1/1)
cosy

1

1

- Click ed button of EDPROJ2

PF2DU
PF2ZUSER
PF2NAME
FF2ZEXP
FF2PROC

- setti

u

{name of user for file cosy/1/1)
oSy

1
1.

- view or xwinplot

- plot

plot parameter g2t £2J|)

- Calibrate refrence peak is as Oppm
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DOF-COSY Specrrum of 50 mM Cvclosporin in CODGO



© DQF-COSY using Pulsed Filed Gradient : GRASP-DQF-COSY
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d1 do

Gradient
A A

G, G,

GRASP-DOF-COSY Pulse Seguence
- Principle

- phase cycling 4! gradient pulse AtE (more efficient)

-NS |, A2+ | (more efficient than phase cycling)

- quadrature detection in F1 dimension

- double quantum filter: solvent peak (H20) can be suppressed efficiently without any other

solvent suppression technique

- & B 90°: multiple quantum coherences

- A B G1: complete dephasing of all coherence

- Ml 21 90°: convert multiple-quantum into observable single quantum coherence

- & B G2: rephase all observable peaks

% G1:G2=2:1 = double quantum filter , G1:G2=3:1 = triple quantum filter

- Preparation
- record 1D spectrum

- edc : (from 1D)



- Set up acquisition : eda

Parameter F2 F1 Comments
Pulprog cosygpmfph
TD 2K 512
NUC1 1H
NDO 1 # of delay dO
Phase mode Fnmode = TPPI
NS 4 4xn
DS 16
pl(pll) 90 pulse length & power in F1 channel
pl6 1.5m Length of gradient pulse
DO 3
D1 3s default value
D16 150u Gradient recovery delay
gpzl 10
% of the maximum gradient amplitude
gpz2 20
gpnamel SINE.100 Gradient shape
gpname?2 SINE.100 "
Sw ID SW F2 o 2238t




- Set up processing : edp

Parameter F2 F1 Comments
Sl >=TD(F2), 2K [ =2xTD(F1), 1K

WDW SINE SINE

SSB 2 2 # of delay dO
PH_mod pk pk phase correction

PKNL TRUE CIXIE 2H AIEA ER
BC _mod no no

MC2 TPPI States-TPPI results in a foward complex FT

- Acquisition + Processing

- gs (interactive go)

=IO fid &= =010t 3t 172 3% & rg g8t &£F

-zg (zero +go) ¥ norga

- Processing

- xfb (2D-FT in F2+F1 - dimension)

|
o

% xf2 (Ftin F2-dimension) , xf1 (FT in F1-dimension)

- abs2 (auto-baseline in F2-dimension)

& |adjust the threshold level




| +f- |change the positive/negative peaks

| I:Ill expand the interests region

- abs1 (auto-baseline in F1-dimension)

- phase (1.row, 2.column)

X cross peak & phase % Z=Ct. (not digonal peak)

% dgf-cosy 2| peak = anti-phase OILCt. (positive + negative)
- defplot (21 & 3l= 3H HE)
Change levels?

Please enter number of positive levels? 6

Display contours?

- Plotting the Spectrum

- rpar standard2D plot ( & & &t plot parameter gt £2J1)

- edg

- Click ed button of EDPROJ1

PF1DU u

PF1USER {name of user for file cosy/1/1)
PFINAME Cosy

PF1EXP 1

PFIPROC 1

- Click ed button of EDPROJ2



PFzDU u

PF2USER {name of user for file cosy/1/1)
FPFZMNAME COsy

PEZEXF 1

PF2PROC T - Calibrate refrence peak is as Oppm

- setti

- view or xwinplot
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GRASP-DOF-COSY experiment of 50mM Cyclosporin in CoD6



© TOCSY (TOtal Correlation SpectroscopY)
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H ty t, | trim MLEV-17  |trim

p11 p17  p5,p6,p7 p17
| d1 | 1 do |

TOCSY Puise Segrence

- Principle
- phase cycling 4! gradient pulse AtE (more efficient)
-NS |, A2+ | (more efficient than phase cycling)
- quadrature detection in F1 dimension
- double quantum filter: solvent peak (H20) can be suppressed efficiently without any other
solvent suppression technique
- & B 90°: multiple quantum coherences
- A B G1: complete dephasing of all coherence
- Ml 21 90°: convert multiple-quantum into observable single quantum coherence
- & B G2: rephase all observable peaks

% G1:G2=2:1 = double quantum filter , G1:G2=3:1 = triple quantum filter

- Preparation

- record 1D spectrum



- edc : (from 1D)

- Set up acquisition : eda

Parameter F2 F1 Comments
Pulprog cosygpmfph
TD 2K 512
NUC1 1H
NDO 1 # of delay dO
Phase mode Fnmode = TPPI
NS 4 4xn
DS 16
pl(pll) 90 pulse length & power in F1 channel
pl6 1.5m Length of gradient pulse
DO 3
D1 3s default value
D16 150u Gradient recovery delay
gpzl 10
% of the maximum gradient amplitude
gpz2 20
gpnamel SINE.100 Gradient shape
gpname2 SINE.100 "




SW ID SW

F2 2t 2238t

- Set up processing : edp

Parameter F2 F1 Comments
SI >=TD(F2), 2K [ =2xTD(F1), 1K

WDW SINE SINE

SSB 2 2 # of delay dO
PH_mod pk pk phase correction

PKNL TRUE CIXIE 28 AIEA ER
BC_mod no no

MC2 TPPI States-TPPI results in a foward complex FT

- Acquisition + Processing

- gs (interactive go)

-zg (zero +go) * norga

- Processing

OIJt &t&HSl 172 & E A rg & =&

- xfb (2D-FT in F2+F1 - dimension)

o

% xf2 (Ftin F2-dimension) , xf1 (FT in F1-dimension)

- abs2 (auto-baseline in F2-dimension)




= [adjust the threshold level

change the positive/negative peaks

| I:I|| expand the interests region

- abs1 (auto-baseline in F1-dimension)

- phase (1.row, 2.column)

% cross peak £ phase %X &Ch. (not digonal peak)

% dgf-cosy 2| peak = anti-phase OICt. (positive + negative)

- defplot (2 & 3t= 3H HE)
Change levels?

Please enter number of positive levels? 6

Display contours?

- Plotting the Spectrum

- rpar standard2D plot ( & & &t plot parameter g8t £2JI)

- edg

- Click ed button of EDPROJ1

PF1DU u

PF1USER {name of user for file cosy/1/1)
PF1NAME cosy

PF1EXF 1

PFIPROC 1

- Click ed button of EDPROJ2



PFzDU u

PF2USER {name of user for file cosy/1/1)
FPFZMNAME COsy

PEZEXF 1

PF2PROC T - Calibrate refrence peak is as Oppm

- setti

- view or xwinplot
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GRASP-DOF-COSY experiment of 50mM Cyclosporin in CoD6



