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One of the sets of hydride lH NMR patterns for the isothiocyanato/thio- 
cyanato mixture trans-[PtH(SCN) (PEt&] is broad. Previously there had been 
disagreement on the cause of this broadening. It is now shown to be due to the 
14N quadrupole by double resonance. 

In 1965 we showed by NMR spectroscopy that tmns-[PtH(SCN) (PEt&] 
is present in CDCl, solution as a mixture of the S-bonded (thiocyanato) and 
N-bonded (isothiocyanato) isomers [ 11. One set of resonances was broad and 
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Fig 1. (a) The hydride 1H NMR patterns for the mixture of S- and N-bonded isomers of frar;s-[PtH(SCN)- 
(PEt3)Zl. Measured at 99.99429 MHz and ca. 23” in CDC13. (b) As for (a) with the 14N nuclei decoupled 
lw irradiation at 7.224419 MHz with noise modulation_ 



the other sharp. The broadening was attributed to coupling with the l*N nucleus 
which is p&rtiaKy reIaxed and thG set of resonances was assigned to the N-bond- 
ed isomer. Our Interpret&on has been criticised by Adlard and Socrates who 
attributed the broadening to exchange of triethylphosphine and considered that 
we had assigned the resonances correctly by a fortunate coincidence [Z-4]. Re- 
cently Pidcock [5] h&z presen’&d strong but indirect evidence supporting our 
interpretation. We have now demonstrated unequivocally by double irradiation 
that the broadening is due to coupling with the 14N nucleus. 

On decoupling the 14N by irradiation at 7.224419 MHz, with noise modu- 
lation, the ‘H NMR pattern which had been originally broad~becomes sharp (as 
sharp as the other pattern). The spectra were measured at 99.99429 MHz and 
ca. 23” in CDC&. 

We wish to thank Mr. K. Eguchi of JEOL (U.K.) Ltd. for measuring these 
spectra on a JEOL NM-PSlOO pulse NMR spectrometer. 
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