SAMPLE PREPARATION

L] Dissolve your sample (5-20 mg) in 700 pl of deuterated solvent and transfer it to a Smm NMR tube

0
0
0
0

Write your name/sample code on the top part of the NMR tube
Clean your NMR tube using a kimwipe.
Insert the NMR tube in a blue spinner, adjusting its position using the sample depth gauge available

Place the spinner(s) in the carousel of the autosampler, noting its position(s).

DO NOT:
e Use broken NMR tubes
o Ifthe NMR tube slides too easily in the spinner, change the spinner

AUTOSAMPLER

CAROUSEL

The carousel has 60 positions, numbered from 1 to 60. It moves around the center post in a clockwise
manner, by incrementing the holder numbers. Each holder contains a blue spinner.

e Do not put any weight on the carousel

e Do not reach OVER the carousel to put or take a sample

e Current sample position is indicated on the front screen

e Always place your sample in the first available from the center position

e  Wait until the arm stopped moving to retrieve your sample.

ICON SOFTWARE (see picture)
A: Login window. If A’s not there, click on B

C: Preceding experiments. The history of what experiment ran before you logged in. If the top line is red,
there was a problem. Check with us that the error has been cleared.

D: The experiment table. Should always match the carousel. This is where you will enter the
sample/experiment details.

Traffic light system:

Green: the sample is in the magnet and the highlighted experiment is currently running. It cannot be
edited or canceled.

Yellow: the experiment is submitted and waiting to be run. The entry can be edited or canceled by its
owner only.

Red: the experiment is completed successfully. The entry can be deleted by anyone.

Black: the experiment had a major failure. It wasn’t completed. Do not delete the entry until cleared with
staff.
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Experiment Table

Holder |Type |Status | Name No. | Solvent Experiment Pri par Title/Orig | Time -
e ¥ee 107-3 1 €DCI3  chloroform-d N PROTONRO 1H exp. with spinning 0 Bés 00:01:56 [
lle  ¥eel G - aiscasdiEEiE?  chioroform-d N C13CPD_256 *m B¢ 00:16:41 B
>4  |l&-5 888 1o unlock the automation window click on
the change user button at the right hand IconNMR: Identify User Yo W KML130 Al test/confirmation
lle-  ®09]  gige of the Automation Setup window. 13 ehloroform 8 0 on logging In Bés 127 Al 00:00:46 I}
& we 13 chloroform: _ User's Full Name User ID M Bes oA testiconfiemation 00:01:56 M
Aidan Matthew Spoel amspoel
e wee 13 chloroform:  Amanda Paige Parsons app614 s """-;JA? Al test/confirmation 00:14:35
Amy Victoria Mitchell avmitchell 12
Aynaz Ziadkhani Ghasemi aziadkhanigh KML130 Al test/confirmation
Blake Anthony Chislette bachislette 1274l
& see KML130 Al Test 4 €OCI3  chioroform:  Bahareh Bastan bbastan 4% 2)Proton for HSQC 00:44:17
Benjamin Sheldon Perry Hussey bsphussey 3) HSQC (expanded) [failed to expand)
ccart ccartadmin
Ccart Teach ccartteach KML130 Al test/confirmation
77777 Christopher M. Kozak A ckozak 1)27 Al
e wee KML130 Al Test 5 cocl3  chloroform:  Cody Marcus King-Poole cmkingpoole s 2) Proton for HSQC 00:28:40
Celine M Schneider cmschnei 3) HSQC (expanded) [failed to expand]
Cyler Willem Vos cwvos.
" sachel Daniela Christian-Robinson dchristianro
b S lle 1 nj( Dylan Gegax dgegax
(X3 BH-01-149 2 CcDCI3  chloroform Devon Timothy Daniel McGrath dtdmcgrath Bés Diels Alder adduct (1,4 benzene) 00:16:41
8 Etienne Guinand Castillo eguinand
b6 I} LU Fatemeh Salami Bagbaghlo fsalami =
AT x- — Fatma Zyad Takfa fztakfa o
i = Huck Grover hgrover
Hrishikesh Devaki Sadanam Venugopal hrishikeshdv B -) 08, change user
Heloise Therien-Aubin htherienaubi
Preceding Experiments Jacob Geoffrey Hoare jghoare
Kaitlyn Maria Keeping kmkeeping
# | Date Holder | Name No. | Experiment Load |  Tarandeep Kaur ktarandeepka Title/Orig Remarks o
Kate Valerie Marshall Hanrahan kvmhanrahan [
2024-05-07
389 13:35:00 5 BH-01-149 2 C13CPD_256 v User ID Jd Diels Alder adduct (1,4 benzene)
388 29240507 3 1073 2 c13cep_256 v v v v Deamimishal sref: reference peak not found default calibration done
2024-05-07 hsamimishal E
387 390n0 3 107-3 1 PROTONRO v v v v v v v a
a | —
v
Search Preceding QR sample: 5 | BACS/SampleCase/Pro (R5232) | Busy until: Tue 14:17 | Day: 00:13 | Night: 00:00 | User: dchristianro

EXPERIMENT SETUP

Login in ICON using your username

Select the holder # corresponding to your sample’s position

Enter the details of your sample and choose the experiment you want to perform
Enter a title

You can add more experiments for the same sample using the button

You can copy the same experiments into another holder using the button
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Select the holder line and click submit.

You can get an idea of when your sample(s) will be finished by checking “busy until” (E). When your
sample is done, you will receive an email notification as well as a PDF of the spectrum. You have then
24hrs to pick up your sample from the carousel and clearing the entry from the software.

EXPERIMENTS AVAILABLE

Starter package includes:
e PROTONRO: 'H NMR with rotation, 20 ppm
e CI13CPD_256: "°C experiment with 256 scans. Ideal for concentrated samples (>20mg/ml)

e CI13CPD_overnight: *C experiment for low concentation (<5mg/ml)
e CI3DEPTQ135: 13C DEPT with quartenary. Useful for multiplicity determination.

Other experiments are added upon request.
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