To:

Prof. Leonid Krivdin

Editor, Magnetic Resonance in Chemistry
krivdin_office@irioch.irk.ru

MRC-19-0025









Potsdam, March 12, 2018
Dear Leonid,
Thank you very much for sending us the reviews of the referees. We considered a lot they wanted and improved hereby the quality of the manuscript:
Erich Kleinpeter and Bagrat Shainyan: "Very Low Temperature Dynamic 29Si NMR Study of the Conformational Equilibrium of (1,1'-Phenyl-1,1'-silacyclohex-1-yl)disiloxane"

Here come the corrections in detail:
Reviewer: 1

Comments to the Author

Comments on manuscript MRC-19-0025:

Very Low Temperature Dynamic 29Si NMR Study of the Conformational Equilibrium of (1,1'-Phenyl-1,1'-silacyclohex-1-yl)disiloxane

submitted to Magnetic Resonance in Chemistry.

This very short paper reports on unusual experimental studies of flexible silicon compound supported by theoretical calculations (MP2 and DFT with medium size basis set). As the first 29Si NMR experiment at such low temperature I can only admire their results. Thus, with the state of art experiment I can only suggest a few issues which could improve on the manuscript.

1. Fig. 1. Very unusual colors, it would be good to introduce some labels for element types.

Fig. 1 is corrected - see new picture.
2. NMR spectrum. Very small digits. Maybe you could enlarge them and make them easy to read.

The quality of the NMR spectrum has been improved - the corresponding digits are adjusted - see new Figure 2.

3. What is the meaning of red colors ?

They mark experimental results - if this confuses potential readers the corresponding paragraphs can be blacked.
4. Some references to GIAO, methods of calculations and basis sets.

The corresponding references are added - see refs. 12 and 13.
5. In experimental part – no reference for theoretical chemical shift calculations.  Frequency calculations are necessary to check for true energy minima.

Corresponding additions have been made.
In conclusion, the manuscript needs some improvement and minor revision before is publishable.

We have carefully rewritten the manuscript - it is now much better readable, minor corrections have been handled. 
Reviewer: 2

The statement regarding the “lowest temperature reached so far….” (Should be "solution state", not "solution" NMR throughout the paper) but more importantly this is a statement not backed up by any evidence, the authors should elaborate on this.  Review the literature, search for the “lowest” temperature, and discuss the issues, if any.

"Solution NMR spectroscopy" was corrected to "NMR spectroscopy in solution", although the Google search gives approximately the same number of the use of both terms. In addition "the lowest temperature reached so far by NMR spectroscopy in solution" has been cancelled. The manuscript does not claim to present the lowest temperature NMR study ever published; only the range in between 140 and 90 K is given.  
Experimental part does not contain enough information to repeat the experiment. How much compound, the acquisition parameter, overall time, probe type. …
This has been changed - complete technical information given.
How was the quantification of the signals done? The 29SI spectrum is noisy and signals ae broad and overlapping. I do not think that the accuracy stated (tens of %) is realistic to achieve. Please give more detail and revise.

The quality of the NMR spectrum has been improved - the corresponding digits are adjusted - see new Figure 2; in addition, according to integration one signal of ax-eq is well separated, could be well integrated and related to ax-ax + 1/2 ax-eq. 
It is questionable if this paper should be published at all due to the fact that it is very short and in some ways trivial. This work would have been more appropriate as part of the reference 7 cited in this manuscript.  Unless the importance can be demonstrated, I am not 100% sure..

We changed the manuscript to "Letter −case report", deleted abstract and section titles (Introduction, Results, Discussion) − now it is only 4 pages long together with Figure, Table spectrum and references). We hope that the manuscript is acceptable in the present form.

Reviewer: 3

This is a very short paper concerning 29Si NMR at low temperature. The work is interesting but I had the unpleasant sensation of an inexpedient splitting of results. See Ref 7 (still in progress 2019) in which the data related to the analogous 1H and 13C NMR study are reported separately.
Some minor notes in the attached file. Please use frequency instead of field, preparation of 1 should be rewritten and eluant indicated, compd 2 numbered but non reported.
The Experiment was rewritten, eluent indicated. From structural point of view, ref. [7] is less informative (proton and 13C spectra are not decoalescing) - in this short communication, there is much more information clearing up the present conformational equilibrium.

Now I hope to having considered the valuable remarks of the referees and I am looking forward to a fine paper in Magnetic Resonance in Chemistry.

Kind regards, 

Erich
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