














	 Home
	 Add Document
	 Sign In
	 Register





























Sulfur dioxide insertion. VI. S ... - ACS Publications 

	Home 
	Sulfur dioxide insertion. VI. S ... - ACS Publications


















Frederick A. Hartman and Andrew Wojcicki. Inorganic Chemistry. Contribution from the. McPherson and. Evans Chemical Laboratories,. The Ohio State ... 






 0 downloads
 0 Views
834KB Size







 Download PDF 










































Recommend Documents














Sulfur dioxide insertion. VI. S ... - ACS Publications 


Evans Chemical Laboratories,. The Ohio State University, Columbus, Ohio 43210. Sulfur Dioxide Insertion. VI. S-Sulfinatopentacarbonyl. Complexes of Group VI ...










 









Sulfur dioxide insertion. VI. S-sulfinatopentacarbonyl complexes of 


S-sulfinatopentacarbonyl complexes of Group VI and VII transition metals. Frederick A. Hartman, Andrew Wojcicki. Inorg. Chem. , 1968, 7 (8), pp 1504â€“1509.










 









Sulfur Dioxide Insertion. II. S-Sulfinatopentacarbonylmanganese(I 


Frederick A. Hartman, and Andrew Wojcicki. J. Am. Chem. Soc. , 1966, 88 (4), pp 844â€“ ... G. B. Deacon , P. W. Felder. Journal of the American Chemical Society ...










 









Sulfur Dioxide Insertion. II. S-Sulfinatopentacarbonylmanganese(I 


Frederick A. Hartman, Andrew Wojcicki. J. Am. Chem. Soc. , 1966, 88 (4), ... James A. S. Howell and Philip M. Burkinshaw. Chemical Reviews 1983 83 (5), 557- ...










 









Sulfur dioxide insertion. XIV. Electronic effects in sulfur dioxide 


May 1, 1971 - Sonam Mehrotra , Sakthi Raje , Anant Kumar Jain , and Raja Angamuthu. ACS Sustainable Chemistry & Engineering 2017 5 (7), 6322-6328.










 









Sulfur dioxide insertion reactions of transition metal ... - ACS Publications 


context and carries no mechanistic connotations; it merely reflects the overall structural result of cleavage of a metal-element bond (M-X) in a covalent complex.










 









Selective Insertion of Sulfur Dioxide Reduction ... - ACS Publications 


Eduardo Humeres , Nito Angelo Debacher , Regina de F. P. M. Moreira , J. ... M. de Castro , LuÃs O. B. Benetoli , Wido H. Schreiner , MoisÃ©s Canle , J. Arturo ...










 









Sulfur dioxide insertion reactions of transition metal ... - ACS Publications 


context and carries no mechanistic connotations; it merely reflects the overall structural result of cleavage of a metal-element bond (M-X) in a covalent complex.










 









Preparation, resolution, and sulfur dioxide insertion ... - ACS Publications 


Jan 7, 1976 - Flood,DiSanti, and Miles ... CH20(Men)), have been prepared and resolved. ...... CpFe(CO)(PPhMe2)CH20(Men) but instead isolate only.










 









Stereochemical aspects of sulfur dioxide insertion ... - ACS Publications 


Stereochemical aspects of sulfur dioxide insertion into 2-cyclohexenylstannanes. David. Young, and William. Kitching. Organometallics , 1988, 7 (5), pp 1196â€“ ...










 


















1504 FREDERICK A. H A R T M A N
 
 AND
 
 DREW
 
 lnorganic Chemistry
 
 L~OJCICKI
 
 COXTRIBUTIOX FROM
 
 THE
 
 MCPHERSON AND EVA% CHEMICAL LABORATORIES,
 
 THEOHIOSTATE UXIVERSITY,COLUMBUS, OHIO 43210
 
 Sulfur Dioxide Insertion. VI. S- Sulfinatopentacarbonyl Complexes of Group VI and VI1 Transition Metals' BY F R E D E R I C K A. H A R T M A S
 
 AND
 
 XKDREW WOJCICKI
 
 A number of sulfinatopentacarbonyls of manganese(1) and rhenium(1) have been prepared by the reactions of M ( C 0 ) i R (M = Mn, R = CH8, CzHa, and CH2CEHj;M = Re, R = CHI and CH2C6Hj) with refluxing sulfur dioxide and of Mn(CO)jC6Hjwith liquid SO2 a t 35-45' under pressure. Complexes containing the anions Cr(CO),(SO,C,Hj)- and W(C0)i(SOiCeHj)-, the former being isoelectronic with Mn(CO)5(S02C6Ha), were obtained from M(C0)sI- ( M = C r and W) and sodium benzenesulfinate, b u t the analogous M o ( C 0jj(S02C6Hj j- could not be prepared. Other attempted syntheses of M(CO)j(SO2R) (M = M n and R e ) are described and briefly discussed. All of the sulfinatopentacarbonyl complexes prepared have been assigned structures containing M-S(O)?-R linkages from the infrared and proton magnetic resonance spectral data. The infrared carbonyl stretching region spectra of the manganese and rhenium S-sulfinatopentacarbonyls are tabulated and the magnitude of the splitting of the E band is discussed in terms of the size of the metal and bulkiness of substituents on the a-carbon atom of R. Thermal and photolytic treatment of Mn(CO)j(S02CH2CsHj) provided no evidcnce of desulfurylation to give M n ( C 0)jCH2C&
 
 -io". Chlorine (Matheson, high-purity grade) was used without further purification. T h e following were purchased and used as received: CsHjS02Na (hldrich Chemical Co.), CsFjS02Cl (Peninsular ChemResearch), CsHk302C1 (Baker Chemical Co.), and CHaS02Cl (Eastman). Technical grade pentane, hexane, and petroleum ether (bp 30-60") were used without further purification. A11 other chemicals and solvents were of reagent grade or equivalent. Synthesis of Sulfinatopentacarbonyl Complexes. Mn(C0);(SOpCHs) .-A 100-mi round-bottom flask equipped with a magnetic stirring bar and containing 2.10 g (10.0 mmol) of Mn(C0)jCH3 was flushed with dry nitrogen and placed in a Dry Iceisopropyl alcohol bath a t ca. -75'. Sulfur dioxide (-50 ml), previously condensed in a separate trap, was poured onto the pentacarbonyl. A low-temperature condenser (7.5 X 30 cm) packed with Dry Ice was attached t o the round-bottom flask and the -75" bath was replaced with an ice-water bath. AS the Experimental Section temperature rose, the pentacarbonyl dissolved and the solution Materials.-Dimanganese decacarbonyl (Pressure Chemical became orange. Magnetic stirring prevented the solvent from Co.) and dirhenium decacarbonyl (Xlfa Inorganics, Inc.) were bumping and aided in the dissolution of the carbonyl. After converted to alkyl-, aryl-, germanyl-, and acylpentacarbonyls allowing the SOn t o reflux for 2 hr, the condenser was removed using procedu-res reported in the literature for M ~ ( C O ) Z C H ~ , ~ and the reaction mixture was reduced t o an orange semisolid Mn(CO)3CH~C6H3,4 Mn(CO);C2Hi,6r8Mn(CO)iCsH:,' M n ( C 0 ) i mass in a stream of nitrogen. This orange residue was extracted (COCHZ),' Mn(C0)j(COCF3),8 Mn(CO)jCFa,9 Mn(C0):Gcwith 25 ml of absolute ethanol. T h e extract was filtered and (CsH:l)~,loRe(CO)iCHs,F and Re(CO)jCH2C6H:.6 T h e comthen diluted with 10 ml of ether before cooling to -70". Pale pounds [(n-CiHp),IS][M(CO)31]( M = Cr, Mo, and W) were yellow needles t h a t formed were collected and washed three synthesized by heating (120") excess metal hexacarbonyl (Prestimes with 5-ml portions of ether. Concentration of the mother sure Chemical Co. and Climax Molybdenum Co.) with (nliquor in a stream of nitrogen, followed b y cooling, afforded addiC4Ho)&I(Eastman) in diethylene glycol dimethyl ether." tional product. T h e batches were combined and dissolved in huhydrous grade sulfur dioxide, from Matheson, was passed CHCl3 (15 ml). Insoluble material was filtered off and the soluthrough concentrated sulfuric acid and a phosphorus(V) oxidetion was treated with 50 ml of pentane. T h e microcrystalline calcium chloride column before condensation in a trap a t ca. product was collected, washed with 20 ml of pentane, and air dried. T h e yield was 2.20 g. T h e ethyl- and the benzylsulfinato derivatives were prepared (1) Presented in part a t t h e 152nd National Meeting of the American in a similar manner. In general, solutions of the alkylpentaT Y., Sept 1966. For part V of this series, Chemical Society, N e w York, i see' J , E. Thomasson and A . Wojcicki, J . A m . Chem. SOL.,90, 2709 (1968). carbonyl were allowed t o reflux 4-6 hr before isolation of the ( 2 ) J. P. Bibler and A. Wojcicki, d i d . , 88,4862 (1966). product. ( 3 ) IC. A . Hartman and A. \V,,jcicki, i b i d . , 8 8 , 8-14 (1960). Mn(CO):,(SO&H.,). ~\ 100-1111 glass prc'ssurc hottlc ccluippcd ( 1 ) I < . I ) . ~ I O ~ W I I I .I. , K i i z i k i i w y k i , i i n ( I 'l~. 11. C'ollic,l
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