Detailed NMR procedure
1. If necessary: turn on air dryer, wait until indicator turns to green.

2. If necessary: turn on compressor.

3.Walk up to NMR computer desk, remove all metal and magnetic material.

4. Take sample tube(s) and insert into spinner(s) using spacing tool.
5. Walk up to magnet, stand on stool and insert sample(s) into sample changer slot(s).  If the slot over the NMR bore is covered with a plastic cap, remove it.

Attention:  never place a sample in the slot right over the bore of the NMR, otherwise you’ll damage the machine:
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NMR magent, top view

Sample slot right over NMR bore.

Don't load any sample here!!!


6. Sign in on the log book.  Use your initials and 531 for this course, e.g. TJ(431).

7. Log in under “Student” 

8. Dbl-click on the delta icon:
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You’ll open the delta window:
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9. Click on the button that looks like a large cylinder (2nd row, 4th from left).
10. You now enter the spectrometer control dialog:
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Highlight “eclipse2” and click “connect”.  The dialog should now look as shown below:
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11. Select “sample”.  The sample window will appear:
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Load your sample by entering the slot number.  Watch the sample changer do its job, that usually takes approx. 30 sec.  The formerly green bars “Lock On: and “Idle” have now turned to red.  Verify that the spinner is turned on and the sample spins (look at the corresponding fields in this dialog). Next, check that the correct solvent has been selected (usually, chloroform-D).  You are now ready to shim and tune:  click “Z2Z2” in a group of six buttons, center right on the dialog (second row, first from left). The Lock and idle bars will turn to yellow, indicating work in progress.  Wait until everything turns green.  This may take 10 min.  The dialog once again appears pretty much as shown above. Note: do not manually mess with the shim and tune settings (bottom quarter of dialog)
12. Go back to the spectrometer control window.  Select “Expmnt”.  The “Open experiment” window appears:
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Click the global directory icon (the one showing the globe on it) and select “single_pulse.exp”.  Click ok:
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The “Experiment tool” pops up.  Fill in the file name and select autogain:
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Click “submit”.  You’ll be asked to acknowledge.  Do it.  Next check the delta window for activity, you should see things happening:
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13. After approx. 1 min, the processor dialog appears.:

[image: image11.png]1D Processor : 431test-1.jdf, [S9]l=e)

10 100 90 80 70 60 50 40 30
paris per Milli




The top part is the FID, the bottom part the spectrum.  It needs to be zoomed and integrated.  Draw a zoom rectangle around the interesting parts using your mouse.  If you mess up, hit backspace to return to the prev. zoom.  Caution: do not hit Escape!  Next, integrate and peak-pick (top row of buttons, 3rd from left).  Your display should look like below:
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Print it: top row of buttons, 8th from left. Write the solvent, date, your name and the sample structure on your printout.

14. Go back the sample window to load, lock and shim any other samples. In effect, you’ll be repeating steps 11-13 for every sample.

15. Clean-up: Go back to “sample menu”, load, lock and shim the standard in slot 1 (see step 11 for details).  Then, go to the spectrometer control window and click “unlink”.  Fianally, go the Windows start menu and log off as user.  Complete the log book entry and don’t forget to take your samples with you.
