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_N’~ dimethyl-mofoviny obecniho vzorce I
NHCON /CH,/,

I,
R,

Ry

kde R., R,, R. = H,CH,, C,H.3

Ri; H?'Cl? 0C ﬁ sﬁogiva ve vzie
jemnéh pisobeni 4 eth}laminu se sulfi-
dem karbonylu p¥i jejich molovém poméru
2,75 a% 4:1 a teploté 5 aZ 20 °C v tet-
rachlorethylenu 8 ndsledujicim zpracovéd-.
nim produktu regkce derivatem anilinu
obecného vzorce II

NHE

R,=H,C1,0F,;

II,

kde Ry -R5 md vyde uvedené vyznamyv.
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~ 'OIMCAHHE HBOBPETEHHﬂ K ABTOPCKOMY CBHHETEHbCTBY

Jansnenc: 15,02.83 | -

3agBka: M 3552426/23-04

MK3: C 07.C 127/19, C. 07 C 127/15 ‘ .,

:'ABTODM. T.M UaMcyTnHHos, 3 M. HonysxTOBa P. B Banuwon, C. H anap, B a. CHMOHOB
A.B.Crapkos : : ,

;_Qannnrenb' n/s B-8771 ' ‘
‘Haspame msobperenus: CIIOCOB IONYYEHMS N*APHHHPOHBBOHHHX N s N -HHME-

‘ . TAIMOYEBHUHE )
Haoﬁpeweﬂne OTHOCHTCA X ycoBEpmeHCTBOBaHHOMY cnocoby nonyqenua N-apun-

1P OK 3 BOM HbIX N, N'~mume THIMOUEBHHEI o6met dopMymp’

NHCON /CH3/2

o

_ Rue Rd, R4, Rs = H, CH Cszs R, = H, C1, CFs, R5 = H 1, OCH CH3.
Coenuuenna &opuynm ?I) npumeuachn ‘B cenbcxom xosancwae Kax PepSHanu
nns GopBOL ¢ COPHSIKAMM .. : ‘
H3BécTeH cnocob monyueHUss COeINHHEHMs @opmynm I
(R{# R, =Ry=H, Ry =0CH,, Rg = C1 Br) ‘
BsauMoneﬁcwnneMA J9KBHMOJISIPHBIX KOIHYeCTB  AMMeTunaMHHa ¥ 3-xrnop-(umu -6pom) -
~f ~MeTOKCHbEHIITMBOIMAHATOB B BONHOM pacTBope mpu 5-10°C (CH, A, 466943),
Cnoco6 obecneudBaeT BHICOKME BLHIXOAb LielleBbix nmpomykroB (90-95%).
Croco6 xapaKTepH3yeTCs HCIOMb30BaHHEM [OPOTHX H TP YOHOMLOCTYITHBIX H301Ha~
ggTbB,'B npouecce CHHTE32 KOTOPHIX MCNOIb3YETCs BHCOKOTOKCHYHBIAL docres.
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- HauGonee 6aM3kuM K HaCTOﬂmemy MO TEXHHYECKOH CYMHOCTH M HOCTHTAEMOMY pe—
3WIBTATY ABIAETCHA CHOCOO MONYYEHHA COeqHHEHHH dopmyitel 1 B3amMopeiicTBHEM
CepOOKHCH Yrilepona C. AMMETHIAMUHOM B TONyOlle NDH COOTHOMEHHH Ha3BAHHMWX pea-
reutos 1:1:7 ¥ KOMHATHO TemnepaType c mocyenyomei 06paboTKONH 3KBHITONSAP HBIM'
.0 OTHOWEHHI K CEPOOKHCH YIJIepOia KONHYECTBOM COOTBETCTBYWMErO 3aMemeHHOT O
AHWIHHA NPH TemmepaType 80-98°C (US, A, 2655534). Npusenennsit B (2) IKcie-
 PUMEHTAIBHBI NpHMep npouecca ¢ yyacTHeM B KauecTBe 3aMENMEHHOTO aHMIMHA, =

| D=XIIOPaHHIMHA IOKa3bBaer, uro coepunenne I (R4 = R, = R, = R, =H, Ry =Cl)
. momyvyaercs ¢ BHXONOM 72,5%. Cnoco6 XapaKTepHsyeTcs HH3KHM Bmxonom LeneBoro
IIponyKkTa .

Hensio - nsoﬁpeTeHna ABNAETCS NOBbMEHHe BHXOAA lelneBOro nponyKTa.
llocraBneHHas uLenb JOCTHraercs crnoco6oM nonyueHus N—apnnnpouanonnmxli N -
ﬂﬂHMETKﬂMOquHHH dopmynnt I, rme R,, Ry, R s = H, CH;, C,Hg3 R, = H, C1, CFS,
;= H, CI1, OCH,, CH3, myTeM B3auMopeHCTBUS AWMETHIaAMMHA C CepOOKHCbm yrie-
pqua B Cpelle TeTpaxinopSTHIIeHA npH temmepatype 5-20°C u MOJIBHOM COOTHOIEHIH
AMMETHIIAMHHA M CePOOKHCH 'yriepoma 2,75 = 4 : 1 ¢ nocnepymwmeii o6pa6oTKoit
. IDOH3BOAHbLIM aHMIMHA GOPMYJIHI : :

R,

: II

R (11)
-fne R o R HMeKT BblleykasaHHble 3HAaueHMst, [IPH TeMiueparype 90—92°

OTnnuuTeanuMn NMpH3HAKaAMH H300peTeHus HBHHmTCH Temneparype B3aumoperc T~
BHS [MMETHJIAMHHA C CEpPOOKMCHI0 yrjepoma 5 = 20° C, MonbHOe COOTHOmMeHHEe OUMe-—
THJlaMHHA K CEePOOKHCH yriiepoma 2,75-4:1, ucnonb3oBaHMe B KauecTBe OpraHMuec— &
KOI'o pacTBODPUTENS TeTpaxnopsTuneHa.

Henonb3oBaHHe M36pTKa OUMETHIIAMHHA 110 OTHOMEHHMI® K CepPOOKHMCH yriepona
cebme 4:1 Heunenecoo6pasHoO, TaK KaK NMPHBOAMUT K HEONPABHAHHO GOMBWOMY pacxomy
amuHa. IlpoBepeHue peaxuuu npu TeMiepaTypax Hmke 5°C Hememecoo6pasho, Tak

.. KaK NPUBOAUT K YCIOKHEHMI TEXHOIIOrMH Ipollecca B CBfI3H C HeobXOmMMOCTBIO TOm—
HepxaHUsT HU3KOH TeMIepaTypH.,

Hsobperenue umawcrpupyercsa npumepamu 1-14,
CpasuurenbHbii npuMep 15 moxaswiBaeT Helellecoo6pasHOCTEH NPUBENEHHs Npolecca

NPH COOTHOWEHHH AUMEeTHSIAMMHA K CepoOKHcu yriepona Menee 2,7-1. CpaBHHTenb-
Hbiil ripuMep 16 TMoOKasbiBaer neuenecooGpa3HOCTb nposeqenuﬂ npoyecca npu remmuepa-—

" Typax seme 20°C. g .
y DNpuwmep 1.
B xon6y, comepxamyio 100 Mn TerpaxnopsTwieHa, NHpH TeMnepaType 10—15 C npo-

e ‘
1nycxaMT B Teuenne 1,5 uvaca. 8,4 r (O 14 mons) cepookucu yriepoma u 25,4
(0,56 momeit) pAHMeTHIaMMHAa, MONBHOE COOTHomeHwe 1:4, 3arTem poGamisir 20 r
(0,127 Mona) IT (Ry = Ry = Ry = H, Ry = C}, R5 = OCH,) nopgummanT Temmepary-
py no 92°C u Bumepx:BalT B TeuenHe 12 u, OTPOHHmT H36HTOK JHMETHIIaMMHA, pas~
6aBIANT OCTATOK ropsAuell BOMOM,. OXIaxalT O KOMHATHOHN TeMINepaTyphl, BbilaBuHi
ocaflok OTOWIbLTPOBLIBAIT, MPOMBIBANT XONOLHOH Bogo# M cymar. llomyuawr 28,5 r
(R, =R, = Ry =H, R, = Cl, Ry = OCH3). TemmepaTypa IJaRIeHUs 126-127°C.

Berxon 98, 27, conepmanne ocHOBHOrO BémecTsa 99,85%.
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Npumep 2. ,

Tiponece Benyr Kak B npumepe 1, no KOJMYEeCTBO [MMeTHUIIAMHHA COCTABNAET
118,86 r (0,42 mons), c00TuomeHue OHMeTHITaMHHa M CepOOKHCH yriepopa 3:1. Ilo~-
nysawor 28,3 r (R =.R, = Rg = H, R, = Cl, R, = OCH,) Bexon 97,5%.

MNomnu M ep 3. .
llpouecc Benyr KaK B mpuMepe 1, HO KOIIHYecTBO CepOOKHCH yrnepona cocraB-
nser 13,44 r (0,22 monst), pumerunammHa 40,32 r (0,89 monme#t), B xauecTBe mpo-

u3BofHOro anmwnuua uenonbsybor II (Ry = Rg = Ry = H, Rz," Ra Cl) B xommye-

crse 33 r (0,2 monn). Monyuawr 46,5 r (97,9%) I (R Ry = Rg' = H, R; = Ry=

= Cl), TemmepaTypa TamieHus 158—‘ 9°C copepxanue ocnosuoro Bemecwaa 99,57, .
Dpumep 4.

llpouecc BedyT Kak B npuMepe 1, HO KOIHYECTBO cepooxuén yriepona Cocramis—

cer 15,53 r (0,25 moneii) pumernnamuua 34,9 r (0,77 Mojeit), MONbHOe COOTHOWe-

HHe JOUMeTHUIIaMHHA K'tepOOKucn yrnepona'3,1:1. B KaquTBé npbnanunoro anuwmm=
Ha ucnonssywr IT (R, = R, = Ry = H, Ry = C1) B.xomnuecrse 30 r (0,23 mo=;
ns). Honyuawr 45,8 r (98, 27) I (R, R,=Ry =Rg=H, Ry = Cl) TeMnepary- -

_pa mnasnenms 174= 5°C, comepxanue OCHOBHOIO BemecTsa 99 67%.

ODpumep 3. :

B xon6y no 100 mn TeTpaxnopaTuneHa npu Temneparype 10 15°C nponyckawr
14,19 r (0,22 mons) cepooxucu yriepoma m 31,9 r (0,7 Momsa) muUMeTHIaMMHA,CO-
OTHoOuIeHUe nnMeTnnaMHHa K cepooxncn yrinepopa 3,2:1. 3areM pgoGaBnawr 20 r
(0 2 momnsn) nponaaonnoro auwmna II (R, = Rg = H). TeMmneparypy nogHMMAawT [0
90°C, cMech mepemem#BawT B TeueHue 2 uacoa, o6paBaTHBalT KaK B. npumepe 1.
Monyuawr 34,2 r (972) I (R, = Ry = H) Temneparypa TIIa BIeHHs 135- 6°C, co-
nepxkaHHe OCHOBHOI'C Bemecrtna 99, 7%.

Ipumep 6. ) :

Hpouecc BefyT KakK B npnMepe 1, HO TeMmepaTypa MepBOH CTagHH COCTABIAET
15°C, xomuuecTBo cepooxucu yrmepoma (15,53) (0,25 moms), numerwnamuua 39,7 r
(o, 875 MOJfi) COOTHOUEHHE AHMETHIIAMAHA K CepOoOKHcH yriepopa 3,5 @ 1, B Kaue-
CTBe NpOM3BOLHOrO aHMNMuHa ucnonssywr 36,7 r (0,228 momeit) II (Ry = R4 = R¢ =

= Rg = H, R, = CF,). Honyuawr 52,4 r (98 472) I (Ry=Rqy=Ry =Rg=H, Rp =

= CF3), TeMnepaTypa iulaBileHHs 161- 4 C, copmepxanue OCHOBHOro Bemectsa 99,37.
Dpumvmep 7. ° '
Npouecc Benyr xak B mpumepe 1, HO TemnepaTypa nepsoit craguu 10°C, Konuue-

CTBO CepOOKHCH yrnepona 12,3 r (0,2 monsa), numerunamusa 27 r (0,6 MOHH), a

B KauecTBe npousBonHoro AHWIMHA HCMOIb3YIoT 1T (R‘ = Rq =Ry = H, Ry = C1,

R5 CPg) B kanuuecrse 25,47 r (0,18 mons). HonyqamT 37,52 r (98 17) I (Rq

R4 =Rg=H, Ry = Cl, Rq = CH3), TemnepaTypa nnaBnesus 147- 8°C copep=

XaHHe  OCHOBHOro BemectBa 98,97, - o .
Ipumep 8.
llpouecc Beayr kax B mpumepe 1, HO TemnepaTypa NepBOM CTaAMH 20° C,~K0ﬂuqe-.

cTBO ‘cepookucu yraepona 13,2 r- (0,22 mons) pumerunamusa 27 r (0,6 moma), co-

OTHOmMEHHEe AUMETHNAMUHA K CEepookucH 2,75:1, B kKauecTBe NMpPOM3BOMHOTO AHWUIHMHA

ucnonssyior II (Ry = Ry = CpHy, R, - R4 H) B xonmuuecrse 30 r (0,2 monsa).

Tonyuawor 43, 3% r (98, 57) I (Ry = Ry = CyHg, R, = R4 = H), TeMnepaTypa miaB-
" neunn 184~ 5°C comepxaume ocuoBmOro BemecTBa 99,47,

Npumep 9.
Mipolecc BeRyT, KaK B npuMepax -1, 6, HO KONIMUECTBO CEPOOKMCH YIViepona

13,2 r (0,22 mona), muMeTHIaMMHA 31 5 r (0,7 mons), cooTHOmeHMe JMMETHIIaMU~

" Ha K CEepOOKHCH yriepopa 3 2 : 1, B KauecTBe NPOH3IBOAHOIO AHWIHHA HCHOMb3YIOT

IT (R, = CHy, Rg = C,H, - R4 = H) B xonuuecrse 27,2 r. (0,2 mons). Hony=
vapr 40,5 r (98 47) I (R1 = CHy, Rg = CpHg, R, = Ry = H), TeMiepaTypa miap-
neuus 147— 8° C, copepxanue ocuosnoro BemecTBa 92,47, :
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Opuwmep 10.
llponecc Benyr, xak B nplmepax 1, 9, Ho TeMlepaTtypa nepBoil cTaguu 10° c,
B KauecTBe MPOY3BOLHOrO aHWIMHA HCNonbsywr 24,4 r (0,2 Mona) II (R4 = Rz_—
= CH,, Ry = Ry = Re = H)., IHoayuawr 37, 78 (98,4%) 1 (R = Ra = CH,, R = R
;—9?55- = H), 'reMnepaTypa nnarnenuss 135~ 6° C, conmepkaHHe OCHOBHOI'O Bemec'rsa *
e s
Hpnmep 1. i
[Iponecc Benyr, kax B npumepax 1, 9, HO TeMneparypa NepBOH cTaguu 20%C &
" KayecTBe nponssquﬂoro anunMHa ucnonwaywor 24,4 r (0,2 mona) II (Ry=Ry =
= CHy, Ry =Ry =Rys=H), HNonysawr 37,8 r (98 52) I (Ry = Ry = CHy, R, =
R3 = Rg = H), Temneparypa nnammenmus 138~ 9° C, copepxaHHe OCHOBHOI'O Beme-
CTBa 99,3%.

MIpuwmMmep 12, : \‘
Ipomecc BemyT, Kak B mnpumepax 1, 9, HO TemiIeparypa HepBOH CTaguu 159C, B
'}gauec'rBe npOHBBO,lIHOPO amwiMna ucrnonssyor 20,8 r (0,2 mona) 11 (R, = CHs,
—R = R4 = Ry = H), IHomyuawr r (98 47) I (R?_ CHy, Ry = Ry =Rg =
Rg .= H) TeMnepaTypa mnasnemus 144- 5°C, comepxaHMe OCHOBHOrO BeumecTsa
99 47. S :
DNpumep 13, :
lpouecc BenyT, kak B mpuMepe 1, HO Temmeparypa nepnoﬁ cTaguu (Bsanmo,uen- s
CTBHA CepOOKHCH yriepopa ¢ p;nmewunamnuom) 5°C. Bexon I (Ry = Rq = Ry = H,
'R, =Cl, Ry = OCH,) 98,17, comepxanue ocuonnoro Bemec'rsa 99,87%. T
MIpuwmep 14, : _ ,
: llpouecc Benyr, Kak B NMpHMepe 1 HO TeMiepaTypa. lIepBoH cTamuu 20,0C. Brixog,
‘I (Ry=Rq = Rg=H, R, = Cl, Ry = OCH,) 98,047, comepxanHe OCHOBHOTO Beme-

:CTBa 98,87..

.

Npuwme p 15 (CpaBHﬂTeJIbelH)

Hpouecc BeOYT, Kax B npumepe |, HO KOIMHuecTBO numeTnnaMHHa 12,5 r
- (0,27 MOJIR), COOTHOWEHHe MHMETHIAMAHA M CepookKucu yriepoma 1,9 : 1. Buxom I
(Rq = = Rg = H, Ry = Cl, Ry = OCHy), 88 97, TEMHepaTypa nnasnenus 121~
4 C, conep)xarme ocHOBHoro Bemectsa 92,77,

CpaBHeHHe Pe3yiIbTaTOB C NOIYYeHHhMH B npuMepe 1 noxaabmae'r, uTO YMeHbme—
HHe COOTHOmEeHHs AMMeTWIAMHHZ M CEepPOOKHMCH Yrilepofa Bhi3biBaeT namenue’ BLIXORA M

YMCTOTH LeJIeBOro nponyx'ra.

Ipuwmep 16 (cpaBHUTEnbHbIL) . 7

Ilponecc Benyr, kak B IpuMepe 4, HO TeMmepaTypa NnepBoi# craguu 25°C. Bei-
xon I (R, = R, =Ry = Rs =H, Ry = Cl) 90,0%, copépxanue ocnonnoro BemeCT—
‘Ba 90,87%.

CpaBHEHHEe DEeSYIbTATOB C IMOIYYEHHHMH B npumepe 4 MoKashBaeT, 4TO yBenHye=
‘m«le TeMiepaTyphl B3auMofeiicTBHS [MMETHJIAMHHA C CEPOOKHCHI YIilepofa MPHBOAHT K

‘TOHMXEHHI0 BHIXONA M UHCTOTH UEIEBOrO NPOAYKTA.
‘ TlpuMepn 1-14 TTOKA3hBAKT, 4YTO CNOCO8 IO yueHus coegnnem«m I B coorBercT—
{BHH C H306pereHHeM MO3BONAET MOBBICHTHL BHIXON Le/eBHX NPOAYKTOB .H obecreun—

Bae'r HUX BBICOKYK YHCTOTY.

$OPMYJIA H30BPETEHUA

Ctoco6 nonyueHus N-apunnpoussopusix N/, N/ —gumerunvouesums obmeit GopMymsi:
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 NHGON /CH,/,

@
Ry

rme Ry, Ry, R = H, CH,, CZHS’ R1 H, C1, CF3, Ry = H C1, OCHB, CH3
BaaﬂqueHCTBueM AUMETHJIAMHHA C CepOOKHCBI0 yriiepona B oprauuqecKOM pacTBOpH-~
Tene ¢ nocnenywmeﬁ ospaﬁowxon TIPOH3BOIHLIM AHHIIMHA oﬁmeﬁ dopMyIbI:

NH,

roe R, - Ry HMeloT BhmeykasaHHsle sHaueHHs, npH Temmeparype 90-92°C, o T o u-
yawomuy#hCcsa TeM, YTO, C UeNlbio MOBHIEHHS BLXONA 1E1eBOro npoxayxra, Bsau-
1M0neHCTBHe OUMeTHHAMHHA CEepOOKHUCBLI yriiepofa MPOBOOAT IIPU TeMieparype 5-~ 20°C,
"M MOITBHOM COOTHOWEHHMH [HMEeTW/IaMHHA U CEPOOKHCH yrinepoga 2,75-4:1, a B xdue- /
‘CTBE OPraHHYecKoro pacTBOPHTENA MCHOMbL3VIOT TETPaxXIopITHIIEH, :

PEGEPAT

Cnocoﬁ nonyuenuﬂ N—apunnponsaonnux N, N'-nnMeTunmoqeauHu oneu mopmynu.
: ' NHCON /CH3/2

rae R, R4, R5 H, CH4, C,Hy, R, = H Cl, CFz, Ry = H, Cl OCHB, CH5 aaxtio~
yaeTcsa BO BsaﬂmoneﬁCTBuu nuuemunauuna C CEepoOKHCHIo yrnepona PH HX MONBLHOM -
coorHomenHn 2,75-4:1 u remneparype 5-20°C B TEeTpaxnopsTHIIeHE ¢ nocnenymmeﬁ
06paboTKOH NMPOAYKTA peakKUHH NPOU3BOIHLIM aHHIHHA oﬁmeu ¢opuynm.

NHZ )
Rs Ry
o (11)
R
4 R,
R
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roe R, - RS HMeloT Bumeyxasannme 3HaYeHHs .

IlpusHaHO naoﬁpeweﬂneu no pesyanaTaM 3KCMepTH3H, ocymecrnnenﬁoﬁ FocynaPCT—
BEHHbIM Komurerom CCCP mo nenaM nso6pewenuﬁ M OTKDHITHH,
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PREDMET VYNALEZY

Zpioob vyroby N-arylderivéti N°, ¥° = dimethylmoSoviny
obeonsho vzorce I

WHCON /CH}/2

A1/

kde Ry, Ryy Rg = H,CHy, CoHgs R, = H,C1l, CF

X
Ry = H,0L, OCH,, CH,

" reakei dimethylamimi se sulfidem karbonylu v organicksm

rozpoustddle a ndsledujicim zpracovdnim produktu derivd-
tem anilinu obecného vzorce II '

NH 2

/11/,
kde Ry-Rg maji viBe uvedens vjznamy, pfi teplotd 9o ai
92 %, wyznafujfel se t{m, %e se reakce dimethylaminu
se sulfidem karbonylu provddf p¥i teplot® S a¥ 20 °C a
molovém pomdru dimethylaminu a sulfidu kerbonylu 2,75 =%

4 ¢ 1 a jako organicks rozpou$tddlo se pou?ivéd tetrachlor-
ethylen.

‘ : N v
U'z'gorodsk)" V)"robné-polygrafick)'r vpodnik, Gagarina, 101, Uzgorod
¥ 1877, Cena 2,40 Kcs
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