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NMR User Guide

Login to the computer: Topspin commands

are shown in bold

Use the “nmr” account, the password is nmr.

Preparing and loading the sample:

e Solvent height in the NMR tube should be at least 5 cm.

e Use only good quality NMR tubes. Do not use cracked NMR tubes or tubes that do not
fit well in the spinner.

e Place your NMR tube into the spinner and use the depth gauge to adjust the spinner
height on the tube.

e Clean the outside of the tube using a Kimwipe. Hold the tube and not the spinner.

e Type “€j” to turn the lift air on. Take the previous sample out of the magnet if there is
one.

e Carefully place the spinner with the NMR tube into the magnet bore. Make sure airflow

is ON before dropping the sample!

e Type “ij” to turn the lift air off and lower the sample into the magnet.



Experiment Setup:
(a) Create Dataset
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Type “new” on the command line to create a new dataset. The dialog below will appear.
(Tip: Start from an open dataset to have all the data path set correctly)

Complete ONLY the fields circled:

NAME: Your sample ID
EXPNO: 1 for the 1% experiment,
2 for 2" and so on
Make sure the “Read parameterset”
radio button is selected.

Type PROTON for 'H NMR

Type C13CPD for 3C NMR

Type COSYGPSW for 'H-'H COSY

Type NOESYPHSW for *H-'H NOESY

Type HSQCEDETGPSISP_ADIA for
1H-13C HSQC

Type HMBCGP for *H-13C HMBC

You can also select these by clicking the
“Select” button.

Make sure the “Execute getprosol”
radio button is selected.

: lip Create Mew Dataset - new

Prepare for a new experiment by creating a new data set and

initializing its NMR parameters according to the selected experiment type
For multi-receiver experiments several datasets are created.

Please define the number of receivers in the Advanced.

Dataset

NANE

EXPNO
Directory Do2021\data\Damodaran\nmr ~

O Open in new window

~) Parameters

O Use current parameters

ead parameterset PROTON WS Select

[ set solvent H20+D20 v
Additional action

O No additional action

xecule getprosol

C Keep parameters P 1,01, PLW1 ~ | Change

~) Advanced

Number of datasets (receivers) 1
Title

H NMR 700 MH

oK Cancel More Info... Help

Finally, you can give a title for your dataset in the Title window.

For those who use water suppressed experiments, please use the parameter sets that end with “_WS”.

(For example, COSY WS, NOESY WS, etc).

(b) Instrument setup and data collection

e Read in the shimming presets by typing “rsh temp” at the command line.

e Click the lock icon to open the lock window.

T Lock
L1 ]
]

e Then click on the “test tube” icon on the lock window to select the solvent.

. Lock Display
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Select the appmpria@"’e”t and click “OK”
e On the command line, type “atma” to automatically| o s
CBD6 benzene-dé
tune and match the probe. cozcie deomettane 2
CD3CN acetonitrile-d3
(W[/I take about a minute to Complete) CD3CN_SPE LC-SPE Solvent (Acetonitrie)
CD30D_SPE LC-SPE Solvent (Methanol-d4)
i Type ”ts” to aUtomatica”y Shim the Sample ES;:‘CSN+D20 t(:—l:;)'snl:::m(AEElomInIIDZO}
(takes about 3-5 mins to complete) oo v
DZD_SE\I deuteriumoxide with salt
e Type “rga” for automatic receiver gain adjustment | owane aorane-cs
DMF N,N-dimethylformamide-d7
e Type “NnS” to set the desired number of scans. fon. F
° Type ”zg" to acquire data' :igjzzgfsan :2::22::2 :E:gigwnnsan
HDMSO 90%DMSO and 10%DMSO-d6
Pyr pyridine-d5
T_H20+D20+MedNCI (CD3)4NCl in 90%H20 and 10%D20, for NMR thermometer
Locking and Sh|mm|ng (StepS in bIUE) Only 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
needs to be done once per sample. 1o melranol 4. or R (hemoneter
THF letrahydroluran-ds
Tol toluene-d&
Urine urine
0K Cancel

(c) Data Processing:

e When the acquisition is completed, type “ef” to do Fourier Transform of the FID.
(For 2D data, type “Xfb” for Fourier Transformation)

e Type “apk” for Automatic Phase Correction
(For 2D spectrum, use “apk2d”)

e Type “abs” for Automatic Baseline Correction
(For 2D spectrum, use “abs2d”)

Tip: You can also process the data when it is being acquired. Type “tr” to transfer the data
(Only for 1D) to disk that has been collected so far and then you process as mentioned above.

(d) Data Analysis:

Perform Spectrum Calibration, Peak peaking and Integration as shown during the training.

All data must be stored only under the current year and
your group directory in the path.

(D:\2021\data\Group\nmr\)

Data stored only in this path will be backed up. Any
data\files stored on C:\ will be deleted periodically.



