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N3obpeTeHne  OTHOCMTCH K crocoby
ONyYeHus NPON3BoAHbLIX 1-apun-, retapuanu-
nepaanHos, koHkpetro, N-(1-nunepaau-
Hun)ByTuarnytapuMugos dopmyns (1)
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(54) CNOCOB NONYYEHUS N-(1-UMNEPA-

SVUHUN)BYTUNTNYTAPUMNA OB

(57) Ucnonb3oBaHue U306peTeHUs: B KauecTse

"BUONOrUYECKU aKTUBHLIX COEANHEHUN B Mean-

‘uuHe. CywHocTb u3obperenns: npoaykt: N-(1--

nunepasunua)bytuncayrapumuae obuen
dopmynsl HaCH2NR1CH2CH2N -(CH2)a-

. NC(O)CH"CR1R2CH_C(0) rae Ri-apun unu re-

tapun, R2 v R3 - H vnu ankwvn, unn R2 + R =
-(CH2)s-, Bbixoa 60%. PeareHT 1: cooTeeTCTBY-
lowas rnyraposas kucnota. PeareHt 2: Boa-
HLI PacTBOp amMuaka. Ycnosus peakyvu:
ynapusaxue, sbiaepxusarune npu 100-150°C.
Peareut 3: 1,4-aubpombyTtaH. Ycnosus peak-
uvun: 8 cpeae kunawero auertoHurpuna. Pea-
reHT 4: 1-apun- van 1-retapunnunepasuin,
Ycnosua peakuuu: 8 cpeae apoMaTU4yecxoro
yrnesoaopoaa B NPUCYTCTBUM LENOUN U Kpa-

yH-3pupa Nnpu HarpesaHun.

sagnsetcs dapmanesTuyeckuMm npenapaTom
"aHKCNONUTUYECKOTO ACNCTBUS. .

Naeecten crnocob nonyuenus N-(1-nune-
pasnHun)byTUNrNyTapuMmMAoe, NO KOTOPOMY
3.3-au3sameuierneie 4-6pombytunrayrapumun-
ast (V) nonyqavor no cnegyowen cxeme
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pacTBope aMMuaka NonyyaidT COOTBETCTBYIO-
wme umuaet (IV), ankunupyior 1,4-gubpomby-
TaHom ripespawas B 4-6pombyTunbHbe
npoussoausie (V). Peakyuen 1-apun-, unu re-
TapunnunepaauHa (V1) c 4-6pombytunrnyrapm-
muaom (V) nonyyaort coortseTcriByomue
N-1-nunepaaunun)byrunraytapumuas (1).
- 9ToT cnocob BeibpaH B kauecTse NPOTOTU-
na. :
B coovserctaum ¢ npototunom N-{1-nune-
pa3daunun)byTunrnyTapuMua nonyuatoT 84 cra-
anu;

nyvaposoro awruapuaa (lil: R2 = CHa, R3 =

CaH?7). 70 r (0,37 mons) 3-meTun-3-nponunrny-
TapoBow KUCNOTH pacTeopstoT 8 110 Mn ykcyc-
HOFO0 8HTMAPUAA U OCTOPOXHO KUASATAT ¢
06paTHLIM XONOAUNLHUKOM B TeueHue 4 u, Pac-
TBOP KOHUEHTPUPYIOT A0 TEMHOro Macna, Ko-
TOpOoe neperoHsIoT npi temnepatype 111°Cu

AasneHun 0,1 mm T1.cT., nony4as 53,2 r (aeixoa

84,5%). Npu ctoaHun GecuseTHLIA CUPOMN aH-
rmapuaa xpmc'rannmayercu 8 Benoe Taepnoe
BEwecTBo.

2. cTanuvs; nonyyeHue 3—memn~3—nponmnr—
nytapumuaa (IV:R2 = CHz, R3 = C3H7). 10 r(0.06
MOb) 3-MeTun-3-NpoNUArnyTapoBOr0 aHruAa-

1 craaus: nonyyerune 3-meTun-3-nponnnr-
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puaa nobaensioT MansiMn nopumamMu kK 120 ma

KOHUEHTPUPOBAHHOro amMmuaka. locne ao-
6asneHnn cMeCb OCTOPOXHO KUNSTAT ¢ 0bpat-
HbHIM XONOAUNLHWUKOM U NEPEeMEeWwnsaloT B
TeueHue 4 u. Mocne oxnaxaeHUs peakunoHHON

CMecu XenToe Macno BuinagaeT u aarsepaesa-

et B e cTekna. Mocne KPUCTanan3aunm U3
“30NPONVNDBOTO CAMPTA NOAYHAIOT 8 I (BLIXOA
80%) cuiporo npoaykra(IV)c Tas.= 110-112°C.

3 _cragus: nonyuéHue N-(4-6pombytun)-3-.

metun-3-nponunrnytapumnaa (V: Rz = CHa, R3
= C3H7). Cmech 7-meTun-3-nponunrnytapuMu-.
aa (25 r, 0,15 mons), 1,4-anbpombyrana (33,5

r. 0,15 mone) v notawa (40,6 r, 0,29 Mony)

nepemewinsatoT B TeueHue 16 4 B 250 mn xuna-
wero auevoHutpuna. Heoprahuueckue seule-
cTBa ovaensoT ¢dunvTpauven, ¢uavTpart
KOHUEHTPUPYIOT A0 Macnoobpa3Horo cocton:
HUA, a8 3aTem NEePercHRIT Npu Temnepatype
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165-190°C v sasneHun 0, 09 Mm pT. cr. nonyuas

42 5 r (Bixon 95%).
‘4 crapus: nonyveHuwe 3-meTtun-3-nponun-
N{4-{442- nmpummmnmn) 1- nunepaamumn]ﬁy-

mn]rny'rapummaa (1 R:ﬂ%,},Rz = CHs. Ra=

C3H7). Cmecs N.-(4-6pomﬁymn)—S-memn-S-
nponunraytapumnaa (5 r. 0,016 mons); 1{2-nu-
pumnauHun)nunepasusa (2,62 r, 0,016 mons)
novausa (6.6 r, 0.048 mMons) h MoanCTOro Kanus
(0.5 r) nepemewwusaiotr 8 200 Mn kunswero
. aueToNUTPUNa NpubnuantensHo 18 4. Peakuwm-

OHKHYIO CMeCh GUNBTPYIOT U KOHUEHTPUPYIOT B
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BakKyyMe Nnony4as Macno, KoTopoe OuulaloT 8
suae auruapoxnopuaa. Mocne nepekpucran-
AN3aummn U3 3o0NPONUNOBOrO CNUPTa NonyYa-
10T 5 r npoaykTa (euxon 70%) ¢ Toa =

=188-204°C.

HepocTaTkaMu NpPoOTOTUNA SBARIOTCA
CNOXHOCTb, 0BYCNOBNEHHAR MHOroCTaAUNHO-
CTbi0 cnocoba ¥ MHOrOYMCNEHHOCTLIO onepa-
UM  NOo BHIAENEHUID WU  0YUCTKeE
NPOMEXYTOUHBIX BEUIECTB, 38 TaKXe CPaBHU-
TENLHO HU3KUM BLIXOA LENEBbLIX NPOAYKTOS.
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MNpeanaraemsin cnocob ocyuiectenseTcs

cnepyiowmm o6pasom. CooTeercTayloutyio ray= .
.TapoByi0 KUCNOTY pacTeopsaloT B8 BOAHOM aM-

MUaKke 1 ynapuealoT A0Cyxa. TBepAbI OCTATOK
suifepxusaior  npu 140-150°C 8 TeueHue

"5-6 4 1 oxnaxgaoT. MonyyeHHuIn rayTapuMua

(V) nepekncTannu30BLIBAIOT U3 U3ONPONAHO-
na. 3arem k rnytapumiay (V) aobaensior 1,4-

'amﬁpomﬁytan ¥“ notaw, nepeMewusaloT B

TeueHue 16 4 B kunawem auetoHuTpune, dpuns-
TPaT KOHUEHTPUPYIOT AC MachoobpasHoro co-
CTOAHUA, NEeperoHAT NPpU NOHVXKEHHOM

" pasneHuu n nonyvatot (V). Nanee ero cmewm-

BaloT ¢ 1{2-nuumuanHnn)nunepasnHom, rma-
POKCUAOM HaTpus, KpayH-3¢pupoM B 6eHaone u

KUNATAT Npu nepeMewmnsanum 12 4. GuneTpar

ynapueaioT ¥ NepekpucTanan3oswLiBaloT u3
“3onponaHona, Nony4as uenesoit NPoAykr 1.
Mpeanaraemsit cnocob nonyyexus N-(1-nune-

pasuHun)ByTunrnytapummuaos dopmynsl | no-

3BONAET YNPOCTUTL M COKPATUTL BpEMS
cuHTe3a 00 31-32 4y ¢ 41-42 4y npu NoBLILIEHUN

- BBIXOAA LeneBLIX NpoaykToB ¢ 45 ao 60%. 3a-
“asnseMbii cnocob WNNIOCTPUPYeTCS Cneayto-
WUM NpUMepomMm. '

NMpumep 1.3-metnn-3-nponun N-4-4-(2-
nupumMuannun)-1-nunepasviun Bytun rayrta-
pyMua nony4aloT B 3 cTaanu:

‘1. ctapusa: nonyueHue 3-metiun-3-nponunr-
nytapumuaa (IV: R2 = CHa, Rz = CaH7). 86,6 r
(0.46 monb) 3-meTun-3-noNUArnyTapoBon Kuc-
notut pacteopsiotr & 130 mn (1,9 monk) 28%

' BOAHOro aMMNaKa 1 ynapusaloT gocyxa. Teep-

AL OCTATOK BbAEPXWBAIOT npu 140-150°C
Ha MacnsHoi Gaxe B TeyeHue 5-6 u, a 3atem
O0XNaxAalnT. 3aTBepAeBlwNi O0CTaTOK nepe-

__K_DMCTGHHVISOBHBalOT “3 n3onponadona, non-

<
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yuas 68.5 r (sbixon 88%) npo.qyxra Tnn. 110~
112°C.

Il cTtapus: nonyyeHue N-(4 6pom6ymn)—3~ o
meTun-3-nponunrnyrapumunaa (V: R2 = CHa, R3 .

= C3H7). Cmecs 7-MeTun-3-nponnarnyrapumu-
na (25,4 r, 0.15 mons), 1,4-aubpombyrana (32,4
r. 0,15 Mone) v notawa (40,0 r, 0,29 monk)
nepemelunaaioT 8 Teuenue 16 4 B 250 mn xuns-
wero aueTowutpuna. Heoprannueckue sewe-
cTBa ovaenswt éunvrpauven, édunbrpar
KOHUEHTPUPYIOT A0 MacnoobpasHoro cocrosn-
‘HWURA, a 33TeM NEpPEeroHsIoT NpU TeMnepatype

5
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184-200°C v pasnexuu 0,1 MM pT.CT., NONyUan -

42 r (suxon 92%).
i1l ctapus: ‘nonyyexune 3-metun-3- nponvm~
N-{4-(42- nupumunwnwn)—‘l-nwnepasunnn)ﬁy-

15

7 tun]rnyTapumnaa (1: R1 = -(r} Rz =CHa Rz=

CH3zH7). Cmech N-(4-6pombyTun)-3-metun-3-
‘nponunrnytapumuaa (24,3 r, 0,08 mons), 1-(2-
nupumuAnrun)nunepasunna (13,1 r, 0,08
mons), 9.6 r (0,24 mons) ruapokcupa Hatpus,

2,02 r (0,01 monb) 15-kpayH-5 8 250 mn Benso- .
25

na KunsTsy npv nepeMewinsaHun 8 TeyeHue

10 u: PeakuynoHHyko cMech GUNLTPYIOT, ynapu-

BaloT B Bakyyme, Aobasnsior 200 Mn Boabl,

BLINaBWWA MacnooBpa3Hbi 0CaROK OTAENANOT |

W QUULL3I0T B BruAae AUFMAPOXNOPUAS.

flocne nepekpuctanausayuu n3 uU3onpo-
naHona nony4aT 27,6 r npoaykra (Bblxon
75%) ¢ T.na. = 187-203°C.

AR3NOTNUYHO NONYYAIOT:

3-3tun-3-metun-N-[4-[4-(2-nupumunan-
HUn)-1-nunepasuHunlByTUN]ryTapuMus rua-
poxnopua T.nn. 196-197°C.

3,3-Tetpamerunen-N- (4—[4 (2-nupumuau

Hun)-1- nmnepasmumn]ﬁymn]rnytapmmm rma- -
40

poxnopua T.na. = 206-207°C.
3,3-Terpamerunen-N-[4-[4-perunn-1-nu-
nepaamnmn]ﬁymn]rnytapmwn rmapoxnopug

20

30

-rupgpoxnopun T.na.

3.3-Terpamerunen-N{4{4-(2-nupumunair
HUN)-1-nunepaanHnnlbyTunlrayTapumng run-
poxnopup T.nn. = 172-174°C.

3.3-Terpametunen-N-{4-{4-{o-meToxcude
va)-1-nMnepasunmn]6ymn]rnytapmwwm au-
= 172-175°C.

NMpeanoxexuuin cnocob nonyuenus N-1-
nunepasuHU)by TMArnyTapuMmnaos nMear c1e-

" Ay!oluve NPpenMyLLecTBa: ynpollleHue CunTeaa

33 cyer fniposefeHua npouecca 8 3 Cragum
BMECTO MYeTHpex; yCKOpeHue cunTesa no 31-
32 u, smecTo 41-42 4, nosbilleHUE BbIXOAA

" yenesoro npoaykTa ¢ 45 10 60%. -

&opmyna'uao'ﬁpefeumn.

Cnocob honyweuvin N-{1-nunepaaunnn)by-
Tuarnytapumuaos obwen popmynss |

RN N-(CHa), -
3

tae R1 - apun nnut revapun,

R2 1 R3 — Bopgopoa wan ankun, unu R + R3
smecte ob6paayot {CH2)4-,
MCXOAA U3 COOTBETCTBYIOLER rYTapoBON KUC~
NoTH NyTEM NPEeBPaLILEHUS ee B uMua C flocne-
AYIOWUM ANKWANPOBAHUEM NOAYYEHHOrO

© . 4-6poMByrunraytapumuaa 1-apun- uau t-reta-

35

pUANVNEPa3NHOM NPU. H3rpeBaHWn B8 cpeje
OPraHUyeckoro pacTsopuTens B NPUCYTCTBUM
L{eNOYHOTO areHTa, O TN NU B0 WU AC A TeM,

'YTO Npespawerue B MU ocyuwlecTenaioT ob-

paboTkoi rnyTapoBon KMCNOTE BOAHKM PAC-
TBOPOM aMMWaka, yhnapueaHueMm #
BLIAEPXKUBAHIEM OCTaTka npu 100-150°C, a
obpaborky 4-6pombyTURrayTapuMuaa ocyuse-
CTBARIOT B NPUCYTCTBMU KpayH-3dupa ¢ uc-

© NONL3OBAHVWEM B KauecTBE OPraHUveckoro
. pacTBOpUTENs apoOMaTULECKOro Yrnesoaopoaa, a

T.nn. = 218-220°. B Ka4eCTBe WEeNOUHOro areHTa-twenouu.
Coctasurens M..BanapeB’
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