NMR Programs — Automation vs. Manual Mode

e Do not close windows using the “X” in the corner of the program window. This may delete
someone’s experiment. It will also cause people to lose track of which holder has their samples.

e Do not remove the sample “EtPh” from sample holder number 1. This standard is used frequently
during automation.

o Do not remove an NMR tube with a plastic cap from the carousel. This will likely disrupt a
researcher’s experiment or cause them to lose his or her sample. If the carousel is full, see a
professor to empty it for you. Students in CHM 218H may remove samples for this class as long
as they verify that a classmate has not queued it to run later in automation (see the queue on
IconNMR).

e If you run a sample in manual mode, you must restart automation when you are done.

The program you use to run the NMR in manual mode is called “TopSpin 3.2.” There is a sub-program,
called “IconNMR,” that runs TopSpin in automation. When Icon is in “run” mode, you can process
previously acquired data in TopSpin, but you cannot run new samples in manual mode. With the
automation program, it is possible for many users to submit samples to run in a queue because you simply
input information to run your experiment, and the robot runs it for you while you are away. You can submit
multiple experiments, go away, and come back later to collect the data. If someone uses manual mode, s/he
must stop and restart automation. The following instructions will show you how to do this without
disrupting the automation sequence.

There are several ways to tell if the instrument is running in manual mode or automation.

1) The easiest is to look at the green cog or red stop sign in the top left-hand corner of Icon. If the green
cog is greyed out, automation is running. If the stop sign is greyed out, the instrument is in manual
mode.

File  Bun Holder View Find Paramet

0> m Qswor 8§ i

Experiment Table
Hnldar | Tvne | gtatne | nicl

2) Another way to know that the instrument is running in automation is that it will give an error if you enter
a command that deals with acquiring a new sample. In the example below, the user entered “SX 15.”
The instrument will tell you that IconNMR is in control. You can still process data that has already been
acquired while automation is running.

This command has been disabled by the [conhMR run.

Stop the run to enable it again.
Disabled command = sx 15

Switching from automation to manual mode
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First, you must stop the run. You should first verify that the instrument is not actively running a
sample. There are several ways to check this.

In IconNMR, you will see a blinking box around one of the steps in the top right-hand corner, such as
loading the sample, locking field, tuning, shimming, receiver gain adjustment (RGA), acquisition and
spectrum processing.
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In TopSpin, you will see information displayed on the bottom panel. Just under the command line, it tells
you what the instrument is doing (receiver gain adjustment in the example below).

rga: setting RG to 203,00

Acquisition information

no acquisition running

Fid Flash é

The longest part of running a sample is acquiring the FID. It will tell you how much time is left, but only
for the sample that is currently running.

Acquisition information
Name/Expno: 1JM115cr/1
Scan: 5/16
Residual time: 555

If more than one sample is queued to run, you will have to wait for all of them to finish before switching to
manual mode. You can simply look through the queue to see when the last sample will run. Sometimes
the queue looks busy.
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1) You can use the “Find” function to make it easier to find the last sample.

2) Highlight row 1, which should have the sample “EtPh.”

3) “Find available holder” will automatically shift the highlighted bar to an empty holder. “Find active
holder” will highlight the sample that is currently being used to acquire date.

4) “Find queued holder” will find the next queued sample. The start time and duration is written to
the right of the sample information. You may have to cycle through several queued samples to find
the last one.
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If no samples are actively running, you may switch to manual mode.

To switch to manual mode, click the red stop sign on the top left-hand corner of Icon. It will ask you Do
you really want to stop the run? Double check that the instrument is not running a sample. Then click
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yes.

@ Really stop the run?
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There may be samples queued to run later that day or at night, so be sure to return the instrument to
automation if you are the last one to run a sample. To restart automation, click the green cog in
IconNMR. You may always start at line one. Researchers typically run longer experiments at night and
over the weekend to allow the NMR to be free during the day for CHM 218H and 361H.



