'reaxysﬁ‘

c_ ¢
HN— — 'i‘
Rx-1D: 3735025
Yield Conditions & References
91 % With NaCl in H,O, electrolysis

Petrosyan, V. A.; Lyalin, B. V.; Smetanin, A. V.; Bulletin of the Academy of Sciences of the USSR, Division of
Chemical Science (English Translation); vol. 39; nb. 3.2; (1990); p. 542 - 546; |zvestiya Akademii Nauk SSSR, Seriya
Khimicheskaya; nb. 3; (1990); p. 620 - 625

Cl
cl, HN =ClI _' |
T 7 s
H
Rx-ID: 1903595
Yield Conditions & References
83 % With SbCls, HCl in CH,Cl,, T=-78 °C
Thiel, Norbert; Schwarz, W.; Schmidt, A.; Zeitschrift fuer Naturforschung, Teil B: Anorganische Chemie, Organische
Chemie; vol. 36; nb. 7; (1981); p. 775 - 780
c_ ¢l
H,N— Cl=H —} T
Rx-1D: 533831
Yield Conditions & References
With calcium chloride, man destilliert dann das Produkt nochmals mit 75 g Chlorkalk
Bamberger; Renauld; Chemische Berichte; vol. 28; (1895); p. 1683
Koehler; Chemische Berichte; vol. 12; (1879); p. 771
With water, diethyl ether, NaOCI, T=0 °C
Coleman; Journal of the American Chemical Society; vol. 55; (1933); p. 3003
With water, calcium chloride
Jezo et al.; Chemicke Zvesti; vol. 5; (1951); p. 121,124; Chem.Abstr.; (1953); p. 106
With chloroform, calcium chloride
Jezo et al.; Chemicke Zvesti; vol. 5; (1951); p. 121,124; Chem.Abstr.; (1953); p. 106
/
N\~ Iy \slg S
i N
o e + | — / ’\{
Rx-ID: 1762401
Yield Conditions & References
72 % With <(CH3)2N>3P in CH,Cl,, T=-10 °C

Shaposhnikov, S. I.; Koidan, G. N.; Marchenko, A. P.; Pinchuk, A. M.; J. Gen. Chem. USSR (Engl. Transl.); vol.
55; nb. 5; (1985); p. 963 - 966; Zhurnal Obshchei Khimii; vol. 55; nb. 5; (1985); p. 1080 - 1084

Cl Cl

~ Cl SN
Els S

Rx-1D: 3735023
Yield Conditions & References

88 % With N-chlorosuccinimide, alumina, T= 20 °C, p= 0.1Torr , Title compound not separated from byproducts

Guillemin, J. C.; Denis, J. M.; Synthesis; nb. 12; (1985); p. 1131 - 1133
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85 % With N-chlorosuccinimide, adipic acid, T= 20 °C, p= 0.1Torr, Title compound not separated from byproducts

Guillemin, J. C.; Denis, J. M.; Synthesis; nb. 12; (1985); p. 1131 - 1133

o
4

T+ Qo O +0

racemate racemate
Rx-1D: 3854561
Yield Conditions & References
60 % With BFs-etherate in CH,Cl,, Ambient temperature

Heasley, Gene E.; Janes, J. Mark; Stark, Stephen R.; Robinson, Brian L.; Heasley, Victor L.; Shellhamer, Dale
F.; Tetrahedron Letters; vol. 26; nb. 15; (1985); p. 1811 - 1814

c _cl —n1
N —_ NS
e T

Rx-1D: 9979691
\Yield Conditions & References

24.3 % With K,COj3, water in CHCI3, Time= 72h, T=15- 18 °C

Kuznetsov, Vladimir V.; Makhova, Nina N.; Dmitriev, Dmitrii E.; Seregin, Victor V.; Mendeleev Communications;
nb. 3; (2005); p. 116 - 118

Cl Cl

\T, + /_%’_\ — \”/\

Rx-ID: 211870
Yield Conditions & References

With petroleum ether

Coleman; Andersen; Hermanson; Journal of the American Chemical Society; vol. 56; (1934); p. 1381

O+ = 00+ 0

Rx-ID: 1545256

Yield Conditions & References
10 % Chro- | With BF3-etherate in CH,Cl,, Ambient temperature
mat.

Heasley, Gene E.; Janes, J. Mark; Stark, Stephen R.; Robinson, Brian L.; Heasley, Victor L.; Shellhamer, Dale
F.; Tetrahedron Letters; vol. 26; nb. 15; (1985); p. 1811 - 1814

ag
B \d
SN N
i+ @ — L\i ;I
Rx-ID: 26642790
lYield Conditions & References
Mikhailov, B. M.; Pure and Applied Chemistry; Pure and Applied Chemistry; vol. 55; (1983); p. 1439 - 1452 ; (from

Gmelin)

in methylene chloride=methylene dichloride, 2 h, 20.deg.C, under Ar; filtration, washing with pentane, drying in vac.;
elem. anal.

Mikhailov, B. M.; Shagova, E. A.; Etinger, M. Yu.; Journal of Organometallic Chemistry; Journal of Organometallic
Chemistry; vol. 220; (1981); p. 1 - 10 ; (from Gmelin)
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Cl Cl

SN
I |

Yield

o o
\ ~ ¢ I
s—0 —P + 1

g’ H ' Oms—g

Rx-ID: 26411039
Conditions & References

in H,0, Kinetics, byproducts: OH(1-); reaction of excess sulfite with MeNCI2 in phosphate buffer (25.deg.C, pH
6.12-6.24) or acetate buffer at ph 4.29-4.68; study by pulsed-accelerated-flow spectrophotometer (PAF)

Yiin, Boudin S.; Margerum, Dale W.; Inorganic Chemistry; Inorganic Chemistry; vol. 29; (1990); p. 1942 - 1948 ; (from

Gmelin)

Cl Cl
SN

hydrochloride of trimethylamine —} [

\Yield Conditions & References

Rx-1D: 6947036

With calcium chloride

Meisenheimer; Chemische Berichte; vol. 46; (1913); p. 1154 Anm.

[ Rgel]

T —) =n:2w

\Yield Conditions & References

Rx-1D: 211871

With diethyl ether, methanol, hydroxylamine, T=0 °C

Bamberger; Renauld; Chemische Berichte; vol. 28; (1895); p. 1683

o [e]
SN ’“LN)LNH
V" 4 (+-)-5-ethyl-5-butyl-barbituric acid  — ,’L o
o m 00

Yield Conditions & References

Rx-1D: 5583284

With NaHCO3, copper-powder, toluene

Jezo et al.; Chemicke Zvesti; vol. 5; (1951); p. 121,124; Chem.Abstr.; (1953); p. 106

Yield Conditions & References

Rx-ID: 957593

in CCly

Pinchuk,A.M. et al.; ; vol. 7; (1971); p. 1596; Zhurnal Organicheskoi Khimii; vol. 7; (1971); p. 1541

Rx-1D: 987768
lYield Conditions & References
‘ in benzene
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Pinchuk,A.M. et al.; J. Gen. Chem. USSR (Engl. Transl.); vol. 45; (1975); p. 2352 - 2354; Zhurnal Obshchei Khimii;
vol. 45; (1975); p. 2394 - 2396

Yield

Rx-1D: 1002853
Conditions & References

in benzene

Kovenya,V.A. et al.; J. Gen. Chem. USSR (Engl. Transl.); vol. 48; (1978); p. 2436 - 2441; Zhurnal Obshchei Khimii;
vol. 48; nb. 12; (1978); p. 2686 - 2692

Cl
N

Rx-1D: 1002854

lYield

\Yield Conditions & References
in CCly
Kukhar',V.P. et al.; ; vol. 9; (1973); p. 41 - 43; Zhurnal Organicheskoi Khimii; vol. 9; (1973); p. 43 - 45
CI\ /CI
Py
cl N Cl Cl /\/\N N

Rx-ID: 1002855
Conditions & References

in benzene

Kovenya,V.A. et al.; J. Gen. Chem. USSR (Engl. Transl.); vol. 48; (1978); p. 2436 - 2441; Zhurnal Obshchei Khimii;
vol. 48; nb. 12; (1978); p. 2686 - 2692

CNPC
I |

Yield

)\ al )\CI\P/CI
N’P‘q _’ )N/\—\—N/

Rx-1D: 1002856
Conditions & References

in benzene

Kovenya,V.A. et al.; J. Gen. Chem. USSR (Engl. Transl.); vol. 48; (1978); p. 2436 - 2441; Zhurnal Obshchei Khimii;
vol. 48; nb. 12; (1978); p. 2686 - 2692

Yield

A~ 4+ V4 Y+ /-\< — Y e

Rx-ID: 1690994
Conditions & References

With CH5NHCI, CH3NHBr, (CH3)2NCI, (CH3)NBr, N-Chloropiperidine, N-Bromopiperidine, CH3;NBr,, BF;-etherate in
CH,Cl,, Ambient temperature, Product distribution

Heasley, Gene E.; Janes, J. Mark; Stark, Stephen R.; Robinson, Brian L.; Heasley, Victor L.; Shellhamer, Dale

F.; Tetrahedron Letters; vol. 26; nb. 15; (1985); p. 1811 - 1814
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\
Rx-1D: 27028421
Yield Conditions & References
in CCl,, under N2, with exclusion of air, mixed reagents in 7.68/3.8 mmol ratio at -78.deg.C, then at room temp.; not
sepd.; detected by NMR, IR
Haubold, Wolfgang; Zurmuehl, Konrad; Chemische Berichte; Chemische Berichte; vol. 113; (1980); p. 2333 - 2341 ;
(from Gmelin)
o o o
CI\N,CI + ’!‘\
NH N7TSy
| f—
A A, =R ALLLT
H
Rx-ID: 259168
Yield Conditions & References

‘ Jezo et al.; Chemicke Zvesti; vol. 5; (1951); p. 121,124; Chem.Abstr.; (1953); p. 106

a_ _c
~ _Cl e
N —P + HN—
H | z

Rx-ID: 1897090
Yield Conditions & References

With HCl in H,0, T= 25 °C, influence of concentration, pH, temperature on reaction rate; citric acid/citrate buffer;
activation energy E,, Kinetics, Thermodynamic data, Mechanism

Antelo, J. M.; Arce, F.; Parajo, M.; Rodriguez, P.; Bulletin des Societes Chimiques Belges; vol. 101; nb. 12; (1992);

p. 1031 - 1036
ag ¢
PN + T — primary amine
Rx-ID: 7085425
Yield Conditions & References

‘ Coleman; Andersen; Hermanson; Journal of the American Chemical Society; vol. 56; (1934); p. 1381

[ y
T + /- ’2‘)—\ + petroleum ether —

primary amine + secondary amine

Rx-ID: 7086212
Yield Conditions & References

‘ Coleman; Andersen; Hermanson; Journal of the American Chemical Society; vol. 56; (1934); p. 1381

=N+ + Y+ T+ O o
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Cl

Br,
2 i
-

Br
= Br
° n - i i \ J O
O + 70 +.0 +.0 + 2O + &
/ Br Cl /
racemate racemate racemate racemate racemate o

racemate

Rx-1D: 1646287
Yield Conditions & References

With BFs-etherate in CH,Cl,, Ambient temperature, Product distribution

Heasley, Gene E.; Janes, J. Mark; Stark, Stephen R.; Robinson, Brian L.; Heasley, Victor L.; Shellhamer, Dale
F.; Tetrahedron Letters; vol. 26; nb. 15; (1985); p. 1811 - 1814

Cl Cl

T + sodum —Pp nitrogen + hydrocarbon

Rx-1D: 7082794
Yield Conditions & References

‘ Ott; Chemische Berichte; vol. 45; (1912); p. 2923

Cl, Cl
N7

| -——} =N

Rx-1D: 211872
Yield Conditions & References

beim Erhitzen

Bamberger; Renauld; Chemische Berichte; vol. 28; (1895); p. 1683

Cl, Cl

. . \N/
HN—  Cl=H —I— calcium chloride —> |

Rx-1D: 7978955
Yield Conditions & References

‘ Bamberger; Renauld; Chemische Berichte; vol. 28; (1895); p. 1683

HO— + T + o— N’ -I— hydrochloride of hydroxylamine —} =nNIN

Rx-ID: 6798902
Yield Conditions & References

‘ Bamberger; Renauld; Chemische Berichte; vol. 28; (1895); p. 1683

SN
> I
Rx-1D: 6947035
Yield Conditions & References
Methylammoniumchlorid, Chlorkalk
Allenstein; Zeitschrift fuer Anorganische und Allgemeine Chemie; vol. 308; (1961); p. 3
MeNH2, CI2
Nagy-Felsobuky; Peel; Journal of the Chemical Society, Faraday Transactions 2: Molecular and Chemical Physics;
vol. 74; (1978); p. 1927,1928-1930
Example Name 51
Example Title (R)-1-Ethyl-7-[(ethylamino)methyl]-1-pyrrolidinyl]-6,8-difluoro-1,4-dihydro-4-oxo-3-quinolinecarboxylic
Acid
In the same manner as described above (R)-1-ethyl-7-[3-[(ethylamino)methyl]-1-pyrrolidinyl]-6,8-difluoro-1,4-dihy-
dro-4-oxo-3-quinolinecarboxylic acid hydrochloride, mp 285.deg. C. (decomposition), [a]p +92.8.deg. C. (C, 1.03, 0.1N
Copyright © 2010 Elsevier Properties SA. All rights re- 6/7 2010-05-12 14:54:01
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NaOH), was prepared by converting [3S-(R*,S*)]-methyl 5-oxo-1-(1-phenylethyl)-3-pyrrolidinecarboxylate (mp
69.deg.-71.deg. C., [a]p +118.8.deg. C. (C, 1.21, methanol) into (R)-N-ethyl-3-pyrrolidine
methanamine dichloride, mp 181.deg.-183.deg. C., [a] -5.1.deg. C. (C, 0.78, 0.1 N NaOH) (Example QQ) and subse-
quently reacting with 1-ethyl-6,7,8-trifluoro-1,4-dihydro-4-oxo-3-quinolinecarboxylic acid.
Patent; Warner-Lambert Co.; US4638067; (1987); (A1) English

CI\N,CI

I »
Rx-1D: 6755043

Yield Conditions & References
Rk.mit Kaliumrhodanid
Allenstein; Lattewitz; Zeitschrift fuer Anorganische und Allgemeine Chemie; vol. 333; (1964); p. 1,8
Rk. mit PCI3
Kovenya; Pinchuk; J. Gen. Chem. USSR (Engl. Transl.); vol. 46; (1976); p. 2557; Zhurnal Obshchei Khimii; vol. 46;
(1976); p. 2679
RK. mit Oxalylchlorid, -> N-Chlor-N-methyloxamylchlorid
Pinchuk,A.M. et al.; ; vol. 7; (1971); p. 1596; Zhurnal Organicheskoi Khimii; vol. 7; (1971); p. 1541
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