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GENERAL EXPERIMENTAL CONSIDERATIONS

All the reactions were carried out in oven dried glasswares. Starting materials were prepared
using modified literature procedures and modified procedures as described in the
experimental sections. Solvents, Chemicals were purchased from commercial sources
(Aldrich, Alfa Aesar, SD fine and Avra) and used without further purifications, unless
otherwise stated. Melting points of products were measured Staurt SMP10 melting point
apparatus using in open capillary tubes. FT-IR for the products were recorded on ALPHA
BRUKER Eco-ATR fitted out on ZnSe ATR crystal in the range of 500-3000 cm™. *HNMR
and 3C NMR spectra were recorded on Bruker Avance 500 MHz NMR spectrometer using
deuterated solvents. Chemical shifts are given in ppm, using tetramethylsilane (TMS) as an
internal standard. Mass spectra (HRMS) were measured on water’s Quattro Micro V 4.1.
Electronic absorption spectra were recorded on Shimadzu UV-2450 spectrophotometer.
Optical rotation was measured using JASCO-2000 polarimeter. Thin layer
chromatography (TLC) was performed using pre-coated plates obtained from E. Merck
(TLC silica gel 60 F254). The TLCs were visualized in UV Chamber with 254 nm
wavelength lamp, then further analyzed by charring in stain solution (5% H2SO4 in MeOH)
and also sometimes in iodine chamber. Column chromatography was performed on silica
gel (60-120 or 100-200 mesh) using different eluents. Optical rotation for all compounds has
been performed using Jasco P-2000 polarimeter. IR spectra of the new compounds have
been recorded using PerkinElmer instrument. HPLC analysis was performed on Agilent
LC/192168254.11. C-8 Reverse phase column was used for the analysis with solvent
acetonitrile:water = 70:30. Flow rate was maintained 1mL/minute. 10 Micro litre sample was
injected for each analysis. The details of other fine chemicals, reaction conditions, substrate

preparation etc. are given in respective chapters.



PREFACE

N-Nitroso compounds and their derivatives occur in a wide range of foods, natural products,
fluids, rubber additives, agricultural chemicals, tobacco, detergents, rust solvents, plastics,
leather products, textiles, cosmetics, and drugs. They are occasionally used as solvents or
synthetic intermediates in organic chemistry and act as a directing group for inert C-H bond
activation to give ortho-functionalized aniline compounds. N-Nitrosamines undergo

reduction, oxidation, cyclization, rearrangement, denitrosation, photochemical reaction, etc.

In this context, the thesis entitled “Synthesis and Applications of N-Nitrosamines and N-
Nitrosamides in Different Organic Transformations” discuss about the synthesis and
applications of N-Nitrosamines and N-Nitrosamides. Chapter 1 provides a general
introduction to different nitroso compounds and their synthetic applications. Chapter 2
describes the synthesis of glycouronamides via transamidation approach using N-nitrosamide
intermediates under mild conditions at room temprature. Chapter 3 describes an efficient
and practical method for the denitrosation of N-nitrosamines using ethanethiol with PTSA (p-
toluenesulfonic acid) via trans-nitrosation strategy. Chapter 4 describes the synthesis of N-
nitroso sulfonamides from sulfonamides and tert-butyl nitrite (TBN) and their synthetic
applications in nitroso transfer reactions under mild reaction conditions. Chapter 5 describes
the seteroselective synthesis of O-glycosides from 2-amino thioglycosides using N-nitroso
group as directing group. The reaction was activated by using NIS/TfOH system in
dichloromethane at -10 °C Finally, the Chapter 6 Provides summarize and conclude the total

thesis work.
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