Volume:Ca.0.5 ml
Sample should be dissolved in
deuterated solvent in principle.

*Common deuterated solvents

Chloroform-d (CDCly)

Acetone-dg
DMSO-dg
Methyl Alcohol-d, (CD;0D)
Solution NMR Sample Tube Deuterium Oxide (D,0)
(g 5mm O.D.)

Sample Preparation



Dissolve Sample Homogeneously

v Atotally homogeneous concentration is required.
v' An appropriate concentration is required.
Remove Insoluble

v Afloating materials in solution should not be exist
Remove (Beware) Impurities

v Avoid signal line broadening due to paramagnetic

impurities (organic radicals, metallic ions).

v Avoid influence of wateror acid in solvent.

Select Purposeful Sample tube

Important Points of NMR

Sample Preparation
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An inhomogeneous concentration
causes local magnetic susceptibility
distortion, and male shimming

Signal line broadening

\ Locally distorted magnetic susceptibility
Homogenous ic susceptibility

Dissolve Sample Homogeneously
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It is difficult to homogenize concentration due to high viscosity usually

In case of high resolution required, homogenize concentration carefully
using long term diffusion.

NMR Sample Tubes

AwminmBlock  Gonvection flow with long term
heating is effective.

~"™*¥  *ReplacingNitrogen gasto avoid
oxidation is recommended.

Notification for Polymer Solution

Solutions for Innovation JEO LD



Floating insoluble, including mote,
degrade spectrum resolution.
i A3
/ / ,- NMR sample tube
!
Filter Insoluble t?j

Remove Insoluble



Paramagnetic Impurities (* dissolved oxygen is paramagnetic!)

v Paramagnetic component such asmetallic ion or organic radicals
broaden NVIR signals, let alone high concentration of those causes
signal disappear and malee NMR lock impossible.

Impurities of solvent

v A chloroform produces ahydrochloric acid asaphotodecomposition
product during storage. Thus it should be stored in acool, dark place.
A hydrochloric acid has to be removed before dissolving especially for

v Carefully handle pipetting to avoid contamination of solvent.

v Trace amount of water easily contaminate from used pipette.

Remove (Beware) Impurities



Special Sample Tubes

* Quartz Tube, PTHE Tube

Background signals of 2Si or 1B from sample
tube will not be obtained.
(*Materials of aprobe may be obtained)

« Shigemi Symmetrical NMR Microtube
Reducing resolution degradation due to
insufficient sample solution volume.

« Special Use
High pressure sapphire cell, etc.

* Disposable Tubes

‘
|l m

The magnetic susceptibility
matched symmetrical NMR

“Cheap” NMR tube may have distortion, and degrade spectrum resolution.

NMR sample tubes
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Clean away factors to degraderesolution.

Scratch
" Do not scrub tubes with a brush.

Distortion
" Do not dry tubes in a laboratory oven.

Dust
T Cap it to keep out dusts.

Cleaning, Drying, and Storing of Tubes
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