Operation instruction guide for topspin 3.2

This is assuming that you know the NMR basics and familiar with topspin
1.3 operation



BEFORE YOU START

Double click on topspin 3.2 icon to start the program, if the program is already started.

Make sure no acquisition is running before you start your experiment !

AT TD TIPSR T

[::_J Start Acquire Process  Analyse Publish  View  Manage @

| | Create Dataset | | 3] Find Dataset '_\/Open Dataset | Paste Dataset || Read Pars.

=i - = (& —
S| | L] =8 2 Q@@ O K==lfo T[22 [[A]B wO
: = = ~ z T ;
B |5 |52 1] Qe il «=9 4| LE & B ETS A
J Browser | Lasts0 | Groups| :
E- 1L S\NMRdata\NMR400\opspin3.2
.. Boardman Group
& )l Caran Group
B Ji DRalston
B L Jun
on information Fid Flash | Lock Sample Probe Temperature Spooler Time
queved: 0 | 10:36:02
(| no acquisition running | deleyed: 0| oo

Reg. State: & | cron: 2

|y




CREATE NEW EXPERIMENT

Click “Create Dataset' or type “edc” or "Ctr/+N' in the command line to
Create a new experiment.
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initializing its NMR parameters according fo the selected experiment type.
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In the DIR, select the directory to store your
experiment data (make sure the data is in the topspin
TITLE 3.2 folder)
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CHOOSE PARAMETER SET

Under the experiment, click on “sefec?"' to choose a parameter set, select the source from

S:\NMRdata\NMR400\New Console 10104875\Parameter sets\Standards,
or from C:\Bruker\TopSpin3.2\exp\stan\nmr\par
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Typically select a proton experiment, or other nuclei experiments.
If you are not sure about the parameter set, highlight the parameter name and click “help”
To search in the NMR guide.



INSERT YOUR SAMPLE

Type “eJ” in the command line, or choose LIFT under PROCEDURE to lift an existing sample.
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LOCK YOUR SAMPLE

Type “lock” in the command line or select LOCK in the
PROCEDURE. Then choose the solvent you wish to lock. TONE SHild
Notice the change in the lock display (If lock display in not available, type “lockdisp”

PROCEDURE: LIFT INJECT

tO bring |t Up. B Lock Display [E=RE )

= WRETE J
Q‘\, Solvents table 2
Acetic acetic acid-d4
Acetone acetone-d6
CBD6 benzene-d6
cD2cCI2 dichlormethane-d2
CD3CN acetonitrile-d3
CD3CN_SPE LC-SPE Solvent (Acetonitrile)
CD30D_SPE LC-SPE Solvent (Methanol-d4)
 coce ________choroomea __________________|
CH3CN+D20 HPLC Solvent (Acetonitril/D20)
CH30H+D20 HPLC Solvent (Methanol/D20)
D20 deuteriumoxide
Dioxane dioxane-dé
DMF dimethylformamide
DMSO dimethylsulfoxide-d6
EtOD ethanol-d6
H20+D20 90%H20 and 10%D20
HDMSO 90%DMS0 and 10%DMSO-d6
Juice fruit juice
MeOD methanol-d4
Plasma blood plasma
Pyr pyridine-d6
T_H20+D20+MedhCl (CD3)4NCI in 90%H20 and 10%D20, for NMR thermometer
T_H20+D20+NaAc sodium acetate in 90%H20 and 10%D20, for NMR thermometer
T_H20+D20+Pivalate pivalate-d9 in 90% H20 and 10% D20, for NMR thermometer
T_MeQD methanol-d4, for NMR thermometer
TFE trifluroethanol-d3
THF tetrahydrofuran
Tol toluene-ds
urine urine
| OK | | Cancel




TUNE and MATCH the probe

Type “afmd’ in the command line or select e INJECT
TUNE in the PROCEDURE. B @ —
The command “atma” allow you to

automatically tune and match the probe. — —
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SHIM the magnets

Type “topshim’ in the command line or select PROCEDURE: LIFT INJECT
shim in the PROCEDURE. LOCK TUNE @
The command “topshim” performs a gradient
shimming on the magnets, you will see the
lock signal increased after the topshim.

After topshim completed, you may check the
experimental condition again and
Start data acqusition.




Adjust parameter

Type “ased” to adjust some of the experimental parameters if you wish.
You may change the number of scan, sweep width and different pulse program, etc.

1 Acquisition finished: 5:/NMRdata/NMR400/topspin3.2/Jun/ethylbenzene/1/pdata/l
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| Speclmml ProcPars‘ AcquPars |Tille | PulseProg |Peak5 | mlegralsl Sample | Slluclurel Ploll Fid | Acqu|

AR EEC TR Probe: 5 mm PABBO BB/19F-1H/D Z-GRD Z108618/0641
e () General
Channel T -
PULPROG 7930 B Pulse program for acquisition
TD 65536 Time domain size
SWH [Hz. ppm] 8012.82 20.0384 Sweep width
AQ [sec] 4.0894465 Acquisition time
RG 203 Receiver gain
DW [usec] £2.400 Dwell time
DE [psec] 6.50 Pre-scan-delay
D1 [sec] 1.00000000 Relaxation delay; 1-5* T1
DS 2 Number of dummy scans
NS 16 1 *n, total number of scans: NS * TDO
TDO 1 Dimension of accumulation loop
(~) Channel f1
SFO1 [MHz] 300 8724694 Frequency of ch. 1
01 [Hz, ppm] 2469.36 6.175 Frequency of ch. 1
NUCA 1H Nucleus for channel 1
P1 [usec] 10.00 F1 channel - 90 degree high power pulse
PLW1 [W, -dBW] 0 1000.00 F1 channel - power level for pulse (default)




Start an acquisition

Type “zg’ or click on the green button in the tab to start a acquisition.
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Click on the clock icon to see how much time is remaining for each experiment.



Stop, halt an acquisition

To stop the acquisition before reaching the specified number of scans,
enter “Aal?t’, which will write your data to the disk at the end of the
current scan and allow processing.
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Enter “sfop” or clicking the stop icon, will terminate acquisition
immediately but will not save your data, your data will be lost!

If you wish to process and examine the data already acquired and you
wish to leave the acquisition running e.g to check the S/N ratio, you most
force the data onto disk from the computer memory, where it’s held
during the acquisition. Use the transfer command for this: “ 77"



