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The reaction of DPM and mercuric acetate (2:l) in 75% ethanol for 1 hr gave, after 

cooling, a single, highly crystalline4 compound & mp 179-181', whose room temperature nmr 

b 
I 

“7 CH3 

spectrum consisted of singlets at 1.22 ppm (18 protons); 2.05 ppm (3 protons); and 5.18 ppm 

(0.8 proton).5 The sharp singlet at 5.18 ppm was flanked by the Hglgg satellites 

(intensities of which are about 9% of the total area) indicative of a .JHg199-H coupling 

of 314 Hz at 31° and 333 Hz at -30". This is by far the largest geminal Hglgg-H coupling 

we have been able to find in the literature 6 7 9 . In order to verify this large coupling, 

we looked at another derivative of 2, where the acetate group is replaced by a chloride, 3. EJ 

Compound 2 was prepared by Flatau and Musso', however, they stated that the JHg199-H 

coupling vanished. Apparently they observed the spectrum of 1 only at room temperature, 

where the 12 Hz linewidth of the singlet at 5.16 ppm essentially precludes the observation 

of the Hglgg satellites. However, we find at -30' the singlet at 5.16 ppm has a linewidth 

of 3 Hz and the two Hglgg satellites are quite evident with a coupling of JHglgg-H for 3 
= 

of 310 Hz. This finding substantiates the large geminal coupling we obtain for 2. The 
= 

infrared spectrum (Kbr) of 2 showed a strong carbonyl stretch at 1685 cm-', which is 
= 

indicative in these systems of a carbon-bonded mercury'. The 70 ev mass spectrum of 2 
fl 

gave a molecular ion (Hg 'O*) at m/e 444 with 0.22% relative abundance, and fragment ions 

at m/e 429 (0.14%) and m/e 387 (0.48%) from loss of methyl and t-butyl respectively*. 

Elemental analysis provided the following results for 2. 
= 

Calc. for Cl3H2204Hg: 

C, 35.25; H, 5.01; Hg, 45.3; Found: C, 35.2; H, 5.01; Hg, 45.6. We have also 

independently synthesized 2 by reacting &with glacial acetic acid (eq. 1)'. 

1 + HOAc 25' 2 + DPM EJ 
24 hr' IJ 

(1) 
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