N306peTeHne oTHOCUTCS K 06n1acT OpraHMYeCckom XMMuM, K HOBbIM XMMMUYECKUM COEOUHEHUAM, KOHKPETHO, K B-
B’ (2 4'-On- TpeT-aMVlncbeHOKcm) aTMNoKeul-aTmnammaa 1 -okcu-2-HapTonHON KMCnoTbl hopmynsl |
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1 crnocoby ero Nonyy4eHust, KOTOpbIi MOXET HAaUTU NPUMEHEHNE B Ka4ecTBe ronybor 3alumLaeMon KOMMOHEHTHI
Ons uBeTHON dpoTorpaduu.

3aaBnseMon coeamHeHre, ero CBOMCTBa U CNOCob NOMyMEHWss He ONMcaHbl B HAYYHO-TEXHMYECKOA U MaTeHTHON
nuTepartype.

M3BecTHO, 4YTo aMuabl OKCMHAMTOMHBIX KUCTOT obwen dopmynsl |l WMPOKO MCMonb3yloTca 3a pydbexoMm Kak
KOMMOHEHTLI LBeTHOro nposinenus [Welsberger A., Salmtnen LF., Vittum P.W., Rochester N.V., naTt. CLUA, kn. 96-
55, Ne2474293 (1949); Weisberger A.,Salminen LF., Vittum P.W., Williams |., nat. Kanag. Ne518196 (1955); Gleldhill
R.l., Williams |.. naT. CWWA, kn. 96-55, Ne3034892, (1962)3,
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rae R =R’ =C4Hg, CsH41; Z = H, Cl, OH, OCH2, CONHPh;n =2-4;y =0,1.

Brvxaiumm aHanoroMm 3asBrsemMoro CoeMHeHus Kak Mo CTPYKType, Tak 1 No xapakTepy AeNCTBuA aBnseTcs &
(2’,4'-On-TpeT-ammndeHoken) bytmnamma 1-okcn-2-HadTornHom KucnoTbl opmynbl I, cnocobbl nony4eHust KOTOporo
onucaHbl B nateHTax CLUA NeNe 2474293 (1949), 3034892 (1962), 2772162 (1956). 3T10T amma u BbIGpaH HamMn B
KayecTBe npoToTuna.
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OpHako, 3asBngemoe coeguHeHne | He MoxeT ObITb MONYY4EeHO HUM OOHMM M3 3TUX cnocobos. K ToMy xe, OHU
MUMeEEeT CyLLEeCTBEHHbIE HEQOCTATKU.

CornacHo nateHTy CLLUA Ne2772162 (1956) coeguneHue Il nonyyatoT KoHaeHcaumen 2,4-am-tpeT-amumndeHona
(IV) ¢ y-6ytmponakToHOM C MOCreaylowyM npeBpalleHneM MNONydeHHON &(2,4-an-TpeT-aMundeHoKCcn )-MacnsHom
kucnotsl (V) B xnopanmgpua VI, BBanmogencremem ero ¢ aMMuakom, socctaHoBneHuem amuga Vill o amuHa IX u
KOoHAeHcauuewn nocnegHero ¢ Hadprocanonom (X) no cxeme 1:
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O6wmin Bbixoa 16-18%.

HepoctaTtkamu aTtoro cnocoba ABRALOTCS:

1. Husknii Beixof uenesoro npoaykta - 16-18% (B pacyeTe Ha ncxodHbln 2,4-an-TpeT-aMundeHon).

2. Toxapo- W B3pblBOONAcHOE BCMeACTBME NPUMEHeHUs anioMmorngpuga nutma u 6ombwmx ob6bemoB
AN3TUNoBoro agmpa.

3. Vicnonb3oBaHne BbICOKOTOKCMYHOTO, BbI3bIBAIOLLETO KOPPO3nio 060pyaoBaHMS XITOPUCTOro TMOHWUNA.

4. MHorocTagunHocTb (6 cTagun), TPyGOEeMKOCTL, TEXHOMNOMMYeckas CrnoXXHOCTb mpolecca.

MN3BecTeH (naT. CLUA NeNe 2474293, 3034892) Takke cnocob nonydeHus coegunHeHus |l B3aumoaencremem 2.4-
an-tpeT-amundpeHona (IV) ¢ y-xnopbyTMpOHUTPUIIOM B MPUCYTCTBUN TPUMETUNBEH3NNaMMOHNA C MOCMeAYIOLMM



BOCCTaHOBMNEHneM y-(2,4-an-tpet-amundeHokcu)-nponmoHntpuna (Xl) go cooteeTcTBytowero amuHa IX. MNocnegHun
npu KOHAeHcaumm ¢ Hadgtocanonom (X) obpasyet amug lll no cxeme 2:
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Hecmotpss Ha xopowwi BbiIxoA coeduHeHusa Il (okoro 70%) M yNpoOLUeHHYI0 CxeMy ero CuHTesa,
paccmaTpuBaembin  crnoco6 nonydeHuns avuga |l MmeeT CylwecTBEHHbI HeAOCTaToK - STO B3PbIBO- MU

NoXXapoonacHOCTb Mnpouecca BOCCTaHOBMeHUs  y-(2,4-an-TpeT-amundeHoken)-nponmoHmtpuna  (Xl), KoTopbIn
ocyllectenseTca BoAopodoM B asToknase npu 50-200°C u pasneHun 50-200 atM B NPUCYTCTBUMM  TaKuUX
NMPOOpPHBIX KAaTanM3aTopoB KaK HUKemb U kobaneT PeHes.

3apgava m3obpeTeHNs COCTOWT B pacLUMpeHUM acCopTUMEHTA ronybdbiX 3almaeMblX KOMMOHEHT ANs LBETHOM
doTorpacmm n paspaboTke cnocoba nonydeHns p-[p’-(2',4'-Au-TpeT-amnndeHoken )-aTunokenl-atmnamuga 1-okev-2-
HadToOHOM KucrnoTbl (1) Ha OCHOBE [AOCTYMHOINO OTEYECTBEHHOrO Cbipbsl, KOTOPbIN oTnMyancs Obl NPOCTOTON,
6e3onacHocTbio Npouecca, obecneynBan BbICOKUI BbIXOAN Ka4ECTBO LIENEBOMO COEANHEHNS.

MocTaBneHHasa 3agaya OOCTUraeTcsl MOMyYEeHWEM 3asBnSAeMOoro coeavHeHus opMynbl 1 B 3 ctagum nytem
B3aumogewncteusa  B-[p’-(2’,4"-On-tpeT-ammndeHokcmn)-atunokenl-atun-xnopmga (Xll) ¢ dranumugom  kams,
nocrneaylowlero pacwenneHuss obpasyiowerocs npu 3tom  N-B-[B’-(2’,4'-Oun-TpeT-amundeHOoKCK )-3Tnnokcnl-
atundpTtanamuga (X)) rmapasvHrmgpatom [o cooTBeTcTByOWwero amuHa XIV 1 KoHAeHcauum nocnegHero ¢
HagTocanonom Peakuns npotekaeT no cxeme 3:
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Heobxoanmoe ong atow Lenu knioyeBoe coefuHenne B-[f'-(2’,4'-An-TpeT-amundeHOoKCH )-aTUIOKCU ]-aTnnxnopug,
(XIl) rmagko u C BbLICOKMM BbIXOAOM OOpasyeTcda nNpu arkuimpo-BaHuu 2,4-gu-tpeT-amundeHorna JdeleBbiM t
OOCTYNHbIM f,3'-AnXNopaANaTUIIOBLIM 3CMPOM (XIOPEKCOM ) B NPUCYTCTBMM Lenoyern. Cnocob nonydeHuns ero onucaH
B 3asBKe, KOTopas HaxoauTcs B HacTosiwee BpeMsi Ha paccvoTtpeHun B HUUMS YkpauHbl (NeB 4100220 ot
18.01.94. AsTopsbi: KO.M.KOTunos, 1 A.CeepTtnnosa).

MpeepaweHre xnopmaa Xll B amuH XIV, kasanocb, MOrMo OblTb NErko OCYLIECTBIEHO OAHMM U3 Haubonee
pacnpocTpaHeHHbIX B NpakTUKe CNocob0B - NyTeM peakumu ¢ ammuakom. OgHako, Kak nokasanu MHOTOYUCIEHHbIE
onbITbl, B3anMoJencTBme ykasaHHoro xnopuga C ammumakom npoTtekaeT HeOOHO3HAYHO ¢ 0OpazoBaHUEM CITOXHOWN
CMECU aMmVHOB, KOTOPYIO HE yaaeTcs pa3genvib.

U nuwbs meTtog MNabpuansa nossondeTt ocywecTsuTb nepexod ot xnopuaa XM k cooTBeTcTBYIOLWEMY amuHy XIV
yepes pranamua Xlll, koTopbI nonydatoT nyteM HarpesaHus xnopuaa Xll ¢ pranumuaom kanvs B gumeTtnndopma-
MUZe Npu KMneHum peakupoHHon cvecu (160-170 C B macnaHon GaHe) B TeyeHme 6-8 yacoB. OH npepcrtaenseT
cobon BenoCcHexXHoe KpUCTannmMyeckoe BEeLUeCTBO C TemnepaTtypon nraenenus 48-49°C. lNMoytn He pacTBopvM B
BOAE, HO Nerko pactBopseTcs B 60MbLUMHCTBE OpraHmyecknx pactsoputenen. Cocras 1 CTpYKTypa ero ycTaHOBIEHbI



C NMOMOLLb O 3NIeMeHTHOro aHanmaa u MK-cnektpockonum.

Pacwennenve N-B-[f’-(2’,4'-On-TpeT-amunndeHokcu)-atmnokcul-atmndranammaa (Xlll) rmagko npoxoguT npwu
HarpeBaHWK ero ¢ rmapasvHrMapaToM B CNMPTOBON cpefe. [MpoTekaeT OHO C paBHbIM YCNEXOM B MeTaHose, aTaHone,
6yTaHone, B MponuiIoBoM ¥ 130-NpPoNMMnoBoM cnupTax (To ecTb npu 60-120°C). Ha xonoay peakums He naeT, HO yxe
npu 45-50°C HabniopaeTtcsa BbigeneHne dranunrmapasvaa. CnupTtbl ¢ 6onee BbICOKOW TemMnepaTypow KUNeHUs He
NCnosb30Banuncs BBUAY MX AeULNTHOCTU.

Monyyaembin npn atom amunH XIV aBngeTca noyt 6ecuBeTHON BS3KOW XWUOKOCTbIO C TeMnepaTypon KUneHus
177-178°C/1mm pT.cT. PacTBOpMM B 6ONbLUMHCTBE OpraHNYeCKUX pacTBOpPUTENEN 1 NOYTU HE pacTBOPUM B BoAe.

MocneaHss ctagua nonydeHnsa coeguHeHusa 1 - koHaeHcauus amuHa XIV ¢ HadTacanonom ocyllecTtsnseTcd
npy HarpeBaHWN 3KBMMONEKYNSAPHbIX KONMYeCTB peareHToB B TeyeHne 1,5-2 yacos npu 160-165°C(B 6aHe). Beixog
coefmHeHua npu atoMm coctaenseT 88-90% B pacyeTe Ha B3ATbIN B peakumto amnH XIV n 66-67% B pacyeTte Ha
ucxogHoln B-[f’-(2',4'-An-tpeT-ammndeHokcm )-atunokcul-atmn-xnopug (XI1).

Bce HoBble xvumuyeckune coeauHeHus |, Xl u XIV 3apeructpupoBaHbl BO Bcepoccuinckom HaydHOM LEHTpe
6e3onacHocTn 6uonormyeckn akTmeHbix BelecTs (BHLBAB) n/o Ct.KynasHa nog NeNe7916787, 7916887, 7916987
o1 12 05.87. Nx cTpoeHue n coctas ycTaHoBNEHbI ¢ nomoLwpio UK-, MMP-cnekTpockonum n aneMeHTHOro aHanusa.
KOHTpOmnb 4MCTOTbI OCYLLECTBNIEH C MOMOLUBIO KWUOKOCTHOW XpomaTtorpadmm Ha CKOPOCTHOM XWOKOCTHOM
xpomaTtorpacde "Munnxpom".

[na nyqwero noHMMaHusA cywecTsa n3obpeTeHUs NPMBOAUM NPUMEPbI MOSTYHYEHUS 3asBNsIeMOro coeanHeHms |.

MonyyeHne N-B-[3'-(2’,4'-On-TpeT-amundeHokcn)-atnnokeul-atundranammga (Xi).

Mpumep 1. Cmecs 225 1 (0,66 monb) B-[f'-(2’,4"-Oun-TpeT-amundeHokcn )-atnnokcul-atunxnopuga (Xi) n 185 r (1
Momb) dTanammuia Kanus HarpesaloT Mpu KUNeHuM 1 nepemewmsaHun B 1 n gumetnndopmamuga B TeyeHve 6
yacoB (TemnepaTtypa B MacnsHon O6aHe 160-170°C). 3aTem OTIOHAKT MOYTM AOCYyxa pacTBOpPUTENb B BaKkyyme
BOAOCTPYHOrO Hacoca, a ocCTaTok oxnaxjalT u cmewmBatT ¢ 150-200 mn xonogHomn BoAbl. Macnoo6pasHbin
NPoAayKT oTaensitoT, pacTteopsaoT B 0,5 xnopodopma M cywaT pactBop XMoOpucCTbIM kanbumem. llocrne oTroHku
pacTtBopuTens nonyqawTt 268-274 r (90-92%) macna, koTopoe npu oxnaxzaeHum kpuctannusyetcs. (Pranamug Xill
0e3 nepekpucTannmM3aumMm MOXeET WUCNoMb30BaTbCA B AalbHENWwMX npeBpalweHusx). bnecrawme 6ecuBeTHbie
nnactmHkn u3 cnupta ¢ T.nn. 48~49°C. HangeHo: C 72,0; H 8,0; N 3,2%. C2sH37NOs. Bbluncnerno: C 71,8; H 8,3;
N3,1%.

B WK cnektpe atoro coeqVHeHNns (B Ba3ermMHOBOM Macrne) MMEKTCH WHTEHCUBHbIE MOJNOCHI MOIMOLEHNS B
obnactm 1705,1715,1770 cm™, cooTBEeTCTBYIOLUME BaneHTHbIM KonebaHuam C=0 rpynnbl.

Mpumep 2. dTanammg Xl nonyyato T N0 aHanorMu ¢ BblLLEONUCAHHBLIM, YBENNYMB BpEMS HarpesaHus cmecu o 8
YyacoB. Beixoa npoaykTa peakuuu cocrasnseT 274-277 (92-93%).

Monyyenwne B-[p’-(2’,4"-On-TpeT-ammnndeHokcn)-atnnokcul-atunamuna (XIV).

Mpumep 3. K pactBopy 283 r (0,65 monb) N-B-[3’-(2',4'-Aun-TpeT-amundeHoken )-atunokevl-atundpranammga B 2,5
n ogHoro n3 cnupToB C1-C4 npurmeatot 65 mn (1,3 mornb) 98%-Horo rmapasuHrmapaTta u HarpeBatoT Npu KUNeHnn B
TeueHue 1,5-2 yacos. lNocne oxnaxgeHusi peakLuMOHHOM Maccsl OTUbTPOBLIBAKT GENbI TBOPOXMUCTLIN 0cafok
dranun mgpasmga u npombeiealoT ero 100-150 mn cnupTta. PactBopuTenb OTIOHSKOT, @ OCTaTOK NMEPEroHsT B
Bakyyme. be3 npegroHa cobupatoT BA3Kyl0 noytn 6ecuBeTHYO Xuakocts ¢ T.kun. 177-178°C/1-2mm pT.cT. Boixog
161-167 r (77-80%). HanpeHo: C 74,9; H 11,0; N 4,2%. C20H3sNO>. BeluncneHno: C 74,7; H 11,0; N 4,4%.

MMP cnekTtp (CCls, ctangapt TMS, 60 MI'u) m.4.: deHonbHbI dpparmeHT: 7,03 (IH, c); 6,62 (IH, o, 1= 8 'y); 6,92
(IH, g, I = 8 T'y); TpeT-amunbHbIN 3amecTuTens: 1,66 (4H, kB, 2CH3); 1,28 (6H, ¢, 2CH3); 0,58 (6H, T, 2CH3); 1,15 (6H,
¢, 2CHs); aBe aTuneHoBble rpynnbi: 3,95-3,41 (4H, m, CH2>-CHy).

MonyveHwne B-[p’-(2’,4'-On-TpeT-ammndeHokcn)-atnnokeunl-atunammaa 1 -oken-2-HadtronHom kucnoTsb! (1).

Mpumep 4. Cmecs 160,5 r (0,5 monb) B-[B'-(2’,4'-An-TpeT-amundeHoken )-aTunokcul-ammnamumHa (XIV) HarpesaioT
B TeueHue 1,5-2 yacos npu 160-165°C (B 6aHe) ¢ 132 r {0,5 monb) HadTtocanona. 3atem OTIOHSAOT MPU 3TON
TemnepaType B BaKkyyme BOAOCTPYHOrO Hacoca okono 44 r dpeHorna, a 0cTaToK BblfMBAKOT B ABYXMTPOBBIN CTakaH,
cogepkaumn 1,3 n  oxnaxgeHHoro pfo 10°C  wu3o-nponaHora. BbeinaBwmii CBETNO-PO30OBLIA  0CAAOK
oTmnbTpoBbIBalOT M cywart. Beixog 216-220 r (88-90%). [lNocre nepekpucTtannusaumM w3 rentaHa c
aKkTMBMpoBaHHbIM yrmem T.nn. 83-83,5°C (6ecuBeTtHble nnactuHkn). HanpeHo: C 75,5; H 8,6; N 3,0%. C3z1H41NOa.
BbluncneHo: C 75,7; H 8,4; N 2,9%.

CnexTp MNMP (CCls, ctangapt TMS, 60 MMy m.4.: deHonbHbIN coparmeHT: 7,05 (IH, ¢); 6,62 (IH, g, 1 = 8 'u); 6,98
(IH, g, 1= 8 T'w); TpeTamunbHbI pagukan: 1,66 (4H, kB, 2CHs); 1,24 (6H, c, 2CH3); 1,15 (6H, ¢, 2CHz3); 0,57 (6H, T,
2CHpg); aBe atuneHoBble rpynnbl: 4,04-3,59 (4H, m, CH2>-CHy; HadpTolHbIN dhparmeHT: 7,52-7,18 (C1oHe, M).

MonyyeHHbIn Takum nytem  B-[B'-(2’,4'-An-TpeT-amundeHokeu )-aTunokevl-atunammg  1-okcm-2-HadpTonHon
kucrnoTbl (I) MoxeT ObITb MCNONB30BaH B LBETHOM hoTorpadmm B kavecTee ronybon 3alumiiaemMmorn KOMMNOHeHThI. Mo
CBOMM (boTorpadmyecknm nokasaTesnsiM HoBasi KOMMOHEHTA He yCcTyrnaeT u3BecTHoi &-(2',4'-[n-TpeT-aMundeHoKeu )-
6ymnamuay 1-okcu-2-HadpronHon kucnotel (lll), HO sBNseTca Gonee [OCTYNMHOM M OELEBOW MO CPaABHEHUIO C
nocnegHemn.

[na vnnocTtpaunm npuBoauM pesynbTaTbl poTorpadmyecknx NCnbITaHUM HOBOW KOMMOHEHTHI | 1 nasectHow ill,
B3ATOM B KayecTBe 3TanoHa (tabnuua).

MonoxutenbHbIN  adpeKkT OT peanusaumm un3obpeTeHMss ycMaTpyBaeTCs B CO3JaHMM  HOBOW  ronyoom
3alUMLLIaeMO KOMMOHEHTbI ANsl LBeTHbIX (hboToMaTepumanoB 1 pa3paboTke TEXHONOIMYECKN NPOCTOro, yoobHoro 1
apdekTMBHOrO crnocoba MonydeHUs ee Ha OCHOBE [JOCTYIHOIO WM [JELUEBOr0 OTEYECTBEHHOIO Chipbs (Xropekca),
KOTOPbIN rapaHTUpyeT BbICOKUI BbIxo (66-67 %) n ka4eCcTBO roTOBOro NMPOAYKTa.



HawmerosaHue Peueny An, r/ M2 Dmun + 0,2 Bunn
KOMMOHEHTH 3IMYNLCHK
oaMSKC
KomnoHenTa | PMB 1,76 220 1.2 2.40 0,09
Komnoxenra i =t 1.70 210 1.1 2,36 0,09

(atanon)




