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BBE/JIEHUE

HNHTepec kK XMMUM LMKIMYECKUX alleTalled MOCTOSIHHO Bo3pacraeT. B xome
M3YUYEHHS TAKHX COCTUHEHUI MOSBIISIOTCS BCE HOBBIE M HOBBIE 3HAYAILIME, a IOPOH
WCKJIFOYUTEIbHBIE CBOMCTBA, KOTOPBIE AT BO3MOKHOCTh IPUMEHSTH JTaHHbBIC
BEILIECTBA KaK B MPOMBIIIUICHHOM OTpaciiy, Tak U B IpenapaTUBHOM OPICUHTE3E.

B Xxumuyeckod OTpaciad W TEXHOJIOTMM aleTAW3alyd  3aMEIICHHbIC
JIMHEWHbIC, IMKIUYECKHUE alleTalli, a TAKKE UX FeTepoaHaord Ha JaHHBI MOMEHT
ABJISIIOTCSL  JIETKOAOCTYIHBIMM M HEJIOPOTMMM  TPOJYKTaMU  OPICHHTE3A.
OtpaboTanbl crmocoObl monydeHus: nukiandeckux (1,1-auankokcuankaHoB) U
muHenHbIx (1,3-muokcanoB, 1,3-AMOKCONAHOB) aneraieid, KOTOphle B CBOEM
COCTaBE UMEIOT HEMpeJeIbHbIE CBS3M W pa3HOooOpa3Hble (YHKIIMOHAIBHBIC
TPYIIIIHIL.

AKTUBHBIM WHTEpPEC BBI3BIBACT XUMHUS O,-HEHACHIIEHHBIX UKINYECKUX
aneraiged, B TOM 4YHUCIE aleTranedl akpoJjienHa. llukinueckue —areranu
MPOMAPTHIIOBOTO  ajbAerujia H3y4yaroTcs Haubonee TIUIOTHO H3-3a HaJIWYus
TEPMUHAIBHOW TPONHON yriiepoa-yraepoaHoi cBsizu. COENMHEHUSI C TaKUM
CTPYKTYpPHBIM 3BEHOM HMEIOT TIOBBIIIEHHYIO JHEPrUI0 [0 CPaBHEHHUIO C
COCIMHEHUSAMHU C TPOCTHIMHU YTJICPOA-YIJIEPOJHBIMU CBSI3IMH, & TaK K€ HUMEIOT
0onee BBICOKYIO CIOCOOHOCTh K peakmusM. Ho cambiii GombIoil WHTEpeEC
BBI3BIBAET CIIOCOOHOCTh COEJUHEHHM C TEPMUHAIBHOW TPOMHOW Yriaepoj-
yIJIepoAHON CBA3bI0 K (yHKUMOHanu3anuu. B mnocnennue roawsl  cdepsl
WCCJICNOBAHUS  (,3-HEHACHINICHHBIX  ITUKIMYECKUX  alleTajiel  CyIeCTBEHHO
pacuupsitoTes. He octaercst B CTOpoHE M3ydeHHE TPEBPAICHUS ITUX COSIUHEHUM
B (DYHKITMOHAJIBPHO 3aMEIICHHBIC TETEPOATOMHBIC COSIUHEHUS U TMOUCK cdep, Tae
MOJTYYEHHBINA MPOAYKT OyJeT 3(hPEKTUBHO UCTIOIH30BAThCSI.

[uxknuyeckre aneraqd MPOMAPTUIOBOTO  ajlbJerujia MOTYT  OBITh
UCIIOJB30BaHbl B MEJUIIMHE M BETEPUHAPUM, A TAKKE B arpoOXUMHUYECKOU
MPOMBINIJICHHOCTH KAaK MCXOJHBIM MPOAYKT IS JajdbHEWIero CHHTE3a

PETYJISITOPOB POCTA PACTCHUM.



B naHHOM Marucrepckom AUCCEpPTAllMA  MCXOJHBIM PEareHTOM  JUIs
MOJyYeHUs] IUKIUYECKUX aleTalied MponmapruiioBOro aiblaerujga ObL1 BBIOpaH
JIETKOJIOCTYNHBIA W OTHOCUTEIBHO Henoporo akposeuH. Ilpu omnpenenenun
ouepeau CTaauid CHHTE3a aleTalie MNpONMaprhujioBOTO ajbJETH]la YYUTHIBAIUCH
cienyroue (HhakTopbl: MPOMAPTUIIOBBIN aNbAeTU] SBISETCA KpaiHe JIaOUIbHBIM
COCJIMHEHHEM, KOTOPOE MOMEHTAJIbHO pa3jiaraercs B MIEIOYHOM cpene (B
HEKOTOPBIX ClIydasx co B3pbIBOM) [1]. DTOT (hakT rOBOPUT O HEBO3MOXKHOCTH
OpsMOro  ACTUAPOOPOMHUpPOBaHUSA  2,2-TUOPOMIIPONIMOHOBOTO  aJbJACTUA;
aleTanu3anus  akpojeuHa JHOJaMU B KUCJIOW Cpele  COMNPOBOXKIAETCS
o0pa3zoBaHNEeM OOJIBIIOTO YKCIIa MOOOYHBIX MPOYKTOB AUMepu3anuu [2, 3].

Hean 1 3a0a4M UccjIeI0BAHUSA.

lens HacTOsimiedl auccepranumu — pa3paboTka crocoba MOJydeHUs
LIUKJIMYECKHUX alleTaJIel MPONaprujaoBOro aiabAeTrHa — UCXOJHOTO BEIIECTBA JJIS
CHUHTE3a PETYISITOPOB POCTA PACTCHHM.

B cooTBeTcTBUU € 11€NIbI0 pAOOTHI OMIPEAEIIECHBI CIECAYIOIINE 3a0auH:

1. AHanu3  JUTEpaTypHBIX JAHHBIX IO  crocobaMm  MOJyYeHus

IMKINYECKUX alleTajieli, B TOM YHCJIC arleTaleH alleTHICHOBBIX aJIbJIETHIOB.

2. BriOop Meronma cHMHTE3a IUKIMYECKUX alleTajied IPOIapruioBOTO
anbACTH/IA.
3. OnTumMuzanus yCIIOBUA CHHTE3a B JJAOOPATOPHBIX yclIoBUAX. CHHTE3

2->TuHWI-1,3-1MOKCOIAaHOB U 2-3TUHWI-1,3- IMOKCAHOB.

4. N3yueHne peakIMOHHONW CHOCOOHOCTH IMKJIMYECKUX —areTajiei
MPONapTUJIOBOTO ajbJeruaa C IebI0 MOJYYEHUs] Ha UX OCHOBE MOTEHIIMAJIBLHO
Ononornyecku AKTUBHBIX BEILICCTB (peakuuu 1,3-nunonsipHoro
UKJIONPUCOSTUHEHHS] HUTPUIIOKCHIOB U TUA30METaHa).

d. Pa3paboTka o0OmIeil NPUHIUIHATLHON TEXHOJOTHUYECKOW CXEMBbI

cuHTe3a 2-3THHWI-1,3-THOKCOJIAHOB U 2-3TUHUI-1,3-THOKCAHOB.



O0beKT uccjieI0BaHus.

OOBeKTOM HCCJICOBAHUS SIBJISTIOTCS LIUKJINYECKUE areTaau
MPOINAPTUJIOBOr0  albJACTUAa KaK MCXOJHbIE COCIMHEHHS JJIsl  CHHTE3a
OMOJIOTMYECKH aKTUBHBIX BEIICCTB.

HoBu3Ha uccienoBaHus.

B xone u3yueHus peakuuu AeruipoOpOMUPOBAHMS ITUKIMUECKUX alleTajiei
2,3-1uOpOMIPONMOHOBOTO allbJETH/Ia 0J00paH YMTUMUHUPYIOUINI areHT — aMu/I
HaTpUs B KUJIKOM aMMHaKe, 00eCIeUMBAIOIIUM BBIXOJI IIEJICBBIX allCTHUICHOBBIX
coenHeHn ¢ BerxonoM Oolee 40 %.

IToka3ano, uYrto 2-3THHUI-1,3-IUOKCOLMKIAHBI SABJIAIOTCA AaKTHBHBIMH
JTUTIONAPOUIaMU B PEAKIIUU MPUCOSTUHEHHUS HUTPUIOKCHIOB.

MeToabl IPOBeAeHUS UCCJICTOBAHMS.

ITouck ¥ W3y4YeHUE JUTEPATYPHBIX HCTOUYHUKOB IO TEME MCCIICAOBAHMSI.
OcymecTBiena JnabopaTopHas pabora, B XO0A€ KOTOPOM OBLIM IPUMEHEHBI
COBPEMEHHBIC METO/bI CUHTE3a U aHAIM3a UCCIIECYEMBIX COCTMHEHUM.

Teopernueckasi, HayyHasi, NMPAKTHYeCKas 3HAYUMOCTb MOJY4YEHHBIX
pe3yJIbTaToB.

[IpennoxkeH HOBBIM TPEXCTAAUMHBIA CHUHTE3 UHMKIMYECKHUX aleTaleu
MIPOINAPTUIIOBOTO albIACTHIA.

N3yuena peakuus IeruapoOOpPOMUPOBAHMS UUKIMYECKUX anerairer 2,3-
JTUOPOMIIPOITMOHOBOTO AJIbJICTH/IA.

[TosryuenHbie 1,3-1MOKCUITUKIIAHOBBIC IIPOU3BOJIHBIC M30KCa30JI0B
MPEJCTABISAIOT HHTEPEC IS  JAJbHEHIIEro W3Yy4YEeHUs KakK IOTCHIIMAJIbHbBIN
PETYJISTOP pOCTa PACTEHUM.

CUHTE3MpPOBAHO HECKOJIKO HEOMMCAHHBIX PAaHEE B JIUTEPATYpPE BELIECTB,
CTpPOEHHE KOTOPBHIX TIOJITBEPKIACHO COBOKYITHOCTHIO COBPEMEHHBIX (DU3UKO-
XUMHYECKMX METOJIOB aHAJIM3a.

HayuyHasi 000CHOBAHHOCTH U I0CTOBEPHOCTb.

Haydnast n0CTOBEpHOCTh MONYYEHHBIX PE3YJIbTATOB W BBIBOIBI PaOOTHI

rapaoTupoBaHbl, TaK KaK IIpH IIPOBCACHUU I/ICCJ'IGILOBaHI/Iﬁ OCYIICCTBJIAJICA
3)



TINATEJIbHBIA KOHTPOJIb YCJIOBMM NPOBEACHUSA OHKCHEPUMEHTOB. Kpome Toro
UCIIOJIb30BAJIMCh COBPEMEHHBIE (PU3UKO-XUMUYECKIE METO/IbI aHaN3a CTPYKTYPHI
MOJYYEHHBIX COCIIMHEHUH, B TOM YHCIIE CIEKTPOCKONUS SAECPHOTO MArHUTHOTO
pe3oHanca, UK- u xpomaTo-macc-CrieKTpOCKONUS.

Hay4Hble mos10’keHUs1 M pe3yJabTAaThl MCCJIEI0BAHNS, BHIHOCHMbIC HA
3alIUTY.

Ha 3amuty BeIHOCATCS CIEAYIOIIHUE PE3YIbTaThl:

— TPEXCTaOUWHBIA CHUHTE3 UUKIWYECKUX aleTalel MponapruiioBOro
aNbJIeTUa, BKIIOYAIOIMNA B ce0s OpoOMUpOBaHUE AaKpOJIEWHA, MOJIYYEHHE €ro
LIUKJIMYECKHUX aleTane u JeruapoOpoOMUpOBAHHE.

—  XapakTepUCTHKUW  COCIUWHEHWI,  TOJYYEHHBIE  COBOKYIHOCTBIO
COBPEMEHHBIX (PU3NKO-XUMHUYECKHX MeTofoB aHanmm3a (MK cnekTpockonus,
criekrpockonus AMP "Hu “C, MacC-CHEKTPOCKOTIHS).

— NPUHIUIIAAIBHAS TEXHOJOTHYECKAas CXEMa IMPOU3BOJICTBA IUKINYECKUX
aleTanei nponapruioBOro ajabIeruia.

AnpoOanus pe3y/ibTaTOB AUCCEPTAIHMU.

OcHOBHBIE  pe3ynbTaTbl  JUCCEpTAlMKM  ObUIM  TPEACTABICHBl  Ha
Bcepoccuiickoit  KOH(GEpPEHIIMM MOJOJBIX YYEHBIX «XHUMHS M TEXHOJOTHUS
reTePOLMKINYECKUX coequuenuin (Yda, 2017).

Pe3ynbTaThl paboThl NpeACTaBIEHBI B BUI€ HAYYHO-TEXHUYECKOTO OTYeTa K
noroopy Ne 1321704 or 01.12.2017 r «Co3manue W yCOBEPIICHCTBOBAHUE
3 PEKTUBHBIX PETHO- U CTEPEOCEICKTUBHBIX METOJIOB CHHTE3a KapOo- H
TETEPOLMKINYECKUX COCIUHEHUN W3 HE(YTEXUMHYECKOTO ChIpbS M TOJyYCHHUE
MO YHKITMOHAIBHBIX PEAKTHUBOB, PEareHTOB W MAaJOTOHHAXKHBIX MPOIYKTOB,
3aMeIlaIIMX 3apyOekHbIe aHaIoru» Mexay defepalibHbIM TOCYAapCTBEHHBIM
OIO/HKETHBIM 00pa30BATENbHBIM YUPEKIECHUEM BBICIIETO MPOheCCHOHATBHOTO
oOpazoBanuss  «YPUMCKHI  TOCYJAapCTBEHHBIM  HEDTIHOW  TEXHHUYECKHM
YHUBEPCUTET U benepaabHbIM roCy/1IapCTBEHHBIM O10/[PKETHBIM
o0pa3oBaTeNbHBIM  YUPEKICHUEM BBICIIETO o00pa3oBaHus «TONBATTUHCKUI

roCyAapCTBEHHbIA YHUBEPCUTET.



Ony0/MKOBAHHOCTH Pe3yJbTATOB.

Ha ocHoBanuu auccepTaliMOHHONW paboThl OMyOIMKOBAaHO 2 paboThl, B TOM
YHUCJIE CTaThs B U3[IJaHUH, peKoMeHIoBaHHOM BAK.

JIMYHBIA BKJIAJ JUCCEPTAHTA.

ABTOp OCYIIECTBIISII MTOMCK M aHAJIM3 JIUTEPATYPHI MO U3JIOKEHHON TEME.
OKCcnepUMEHTANIbHbIE JTaHHbIE, KOTOPBIE MPEACTABJICHBI B JAMCCEPTALMU, ObLIM
MOJYYEHbl aBTOPOM pabOThl CaMOCTOSITEIBHO, WJIM COBMECTHO C COaBTOpamMu
nyOnuKamnuii. ABTOp AUCCEPTAIMM HETOCPEACTBEHHO Y4acTBOBAN B MPOBEICHUU
AKCTIIEPUMEHTOB B JIA0OpATOPUU, MPOU3BOJUI aHAJU3 MOJYUYCHHBIX PE3yJIbTaTOB,
paccuMTHIBAJ MTOKA3aTEU U Jiejal BRIBOAbl HA OCHOBAHUU BBITTOJTHEHHBIX pa0oT.

CtpykTypa u 00beM AUCCEPTAIIUMN.

Jluccepranusi BKJIIOYaeT B ce0si BBEIECHHE, 4 TJaBbl, BBIBOJbBI, CIIHCOK
JUTEPATYPHBIX MCTOYHUKOB, MpuiiojgeHue. Pabora usnokeHa Ha /7 CTpaHUIIAX,
comepxkur 16 cxem, 8 pucynkoB, 21 Tabmuiy, Oubnmorpaguio u3z 52

HaUMEHOBAHUU.



1. JUTEPATYPHBIN OB30P
1.1 Metoap! cunTe3a 1,3-1MOKCOIUKIIaHOB

dopMaNbIIUKOIN, WIK 1,3-THOKCOJIAaHBI — 3TO OPTAaHUYECKUE COCIMHEHUS,
OTHOCSIIIIMECS K KJIACCY MATUUWICHHBIX T€TEPOIMKIIOB, B COCTABE KOTOPHIX €CTh JIBa
MOCTHKOBBIX aToma Kuciiopojaa. CoequHEHHs] 3TOro Kjacca UMEIOT CIEAYIOUIUl
BHUJI:

R,

Ry
R;

Ry

O

rae R1 u Ry = H, ankun wim apuit; Rz = H, ankun wnm apun; Rq = H wnm ankun

1,3-/Inokcomanpl MOKHO pacCMaTpUBaTh KaK HUKJIMYECKHUE areTald WU
KeTaJId MHOTOATOMHBIX ciUpTOB. 1,3-JIMOKCOIaH HE BCETIa UMeJ TaKoe Ha3BaHUE.
Panee B paboTrax ero WMMEHOBalW JTUJICHAIETaNeM (opMaibleruaa WIH Ke
dbopMaseM TIHKOJSA, STUICHMETHICHIMOKCUIOM, (UPOM METHIICHTIIMKOIS [4].
Jlo Bropor mnoiOBHHBI XX CTOJETHS I[UKINYECKHE alCTAIM HE SBJSUIACH
MHOT00OOpa3HbIM KJIACCOM COCIUHEHUH, KpOME TOro, OHM HE€ TMOJb30BAIUCH
MOMYJISIPHOCTBIO0. B TO BpeMsi yUEHBIX MHTEPECOBAJIO HE MOJYUYCHHUE aleTalieu, a
MPOAYKTBI UX TUJIPOJIN3A, & TOYHEE KETOHBI U albAeruibl. B cOBpeMeHHOM MHpeE
KapTUHA MOJIHOCTHIO TOMEHSIACh. XMMHUKOB CTAJIM MHTEPECOBATh AllETAlId BO BCEX
acrekTax. AKTHUBHO MPOUCXOJMJI TOWUCK PAa3JIMYHBIX METOJOB CHHTE3a 3THUX
COCIMHEHU, OOHAPYKUBAMCh BCE HOBBIC BHUBI CHIPhS, CIIOCOOBI MPUMEHECHHUS
aleTajyiell Kak B MPOU3BOACTBE APYTUX AHAJIOTHYHBIX I'€TEPOCOCINMHEHUM, TaK U B
pPa3HOOOPa3HBIX OTPACIISIX TPOMBIITUICHHOCTH.

B HacTosiiiee Bpemsi u3y4eHBl HECKOJBKO CIOCOOOB mosydeHus 1,3-

nuokcosnanoB. Haubolee pacnpocTpaHeHa peakius npsMoil alleTain3auy pa3Hbix



OKCOCOGHHHGHHﬁ, a HMMCHHO aJdbACTNI0B U KCTOHOB, I'N'TMKOJIAAIMHA (MHOFO&TOMHBIMI/I

CIOUPTAMH).

1.1.1 Cunre3 1,3-1MOKCOLMKIAHOB NPH B3aUMOJEHCTBUN AJIbAETUAOB U 1,2-
TJIMKOJIEH

OCHOBOIIOJIO)KHUKAMH CHHTE3a CaMOT0 PaclpOCTPaHEHHOI'O 3aMEIICHHOTO
UKJIMYecKoro amerains — 1,3-11okcoana — OblTn yueHsle u3 Opannuu Tpuena u
Kambbe [5]. MHcmomp3oBaid OHH METOJ HAarpeBaHHS 3KBHMOJICKYJISIPHBIX
KOJIMYECTB TPUOKCHUMETHJICHA M STHJICHTIIMKOJISA MPpU ydacTuu 2 %-HOro pactBopa
xnopupa xene3a(lll) go 100 °C. Berxo moJiydeHHOTO UMM COEUHEHUS] COCTaBUII
44 %. ABtopbel crateit [6, 7, 8] mpemmararor cuHTe3 1,3-TMOKCOJaHA MyTEeM
peakmuu 1,2-muokcwdTaHa W (GopMalbeTHAA B pa3IMYHBIX ero  ¢dopmax
(bopmanuuom, mnapadopmMoM, TPUOKCAHOM) TMPU  HAIMYUM  KUCIOTHOTO
karanuzatopa. opmanbaerua Mo OTHOMICHHIO K 1,2-THOKCHATAHy MCTIOJIb30BaIA
B u30bITKe (1.1-1.2) : 1.

Bce cnocoObl mpsMOro moydeHHsl 3aMEIICHHBIX ITUKIMYECCKUX areTajaei
MPECTABISAIOT COOOM pEeaKIUI0 KOHJEHCAIMU CIUPTOB C OKCOCOEIUHECHUSIMU,
MPUTOM 00s3aTEILHO MPHUCYTCTBHE KHUCIOTHOTO KaTalM3aropa s TOJIy4YCHUS
MaKCHUMAJIbHBIX BBIXOJOB. B OOJBIIMHCTBE ClIydaeB OKCOCOCAMHEHUSMH MOTYT
OBITh KETOHBI W albJICTHABI, a BTOPOM COeAWMHEHHEM — 1,2-TmuKonmu Wi
POJICTBEHHBIC WM, HAIlPUMEp, O-OKCHKHCIIOTHI, Oiarojaps KOTOPHIM BO3MOXKHO
CUHTE3UPOBATh 1,3-THOKCONIaHbI-4.

[IaTuuiieHHbIE IUKIAYECKUE alleTald, MOJy4YuBIIMEe Ha3BaHue [,3-
JTIMOKCOJIAaHBI, O0pa3yloTCs TMPU B3aUMOJICUCTBUH aJIbJIETHIOB U GUY-TIUKOJICH
(HanmpuMep, OTWICHIVIMKOJA). OTa peakuus MNPUBOAUT K 0Opa30BaHUIO
TeTEPOIUKIOB TIOTOMY, YTO 00€ TUIPOKCHIBHBIC TPYIIbI, HEOOXOAUMBIC [IJIs
MPEBPAILCHUS AJBICTUIA B all€Tallb, IPUHAJICKAT OJHOM M TOU KE MOJIEKYJIE —

ATUJICHTJIUKOIIO (cxema 1).



Cxema 1
Igz
o) HZC/

/

HsC—C\ + \ A \ —» 7<
H

Ecnu anpnerugnas v ruipOKCUIIbHAS TPYIINBI B MOJIEKYJIE pa3/eieHbl TpeMs
WM YEThIPbMSI aTOMaMH YIJIepoja, OHU OYJIyT pearupoBaTh, JaBasi [UKIMYECKUI
MojyaleTanb, COACPXKAIIMM MSITU- WIA HECTUYWIEHHbIM LHUKI. OJTO MPUMEP
BHYTPHUMOJIEKYJISIPHOTO 00pa30oBaHusl MOJIyaleTals.

Peakiusi anpleru7ioB M KETOHOB CO CIHPTaMU WJIM OpPTOdGUpaMu B
YCJIOBUSIX KHUCJIOTHOIO KaTtajiu3a — OTO OCHOBHOM TMpenapaTuBHBIM Ccrocod
NOJIy4eHHsl anetaneid. BmecTo nuona B TakoM CHUHTE3€ alerajieil MoryT ObITh
UCIIOJIb30BaHbI AMTOKCU B (cxema 2).

Cxewma 2

ety I ><

Kucnora, ywacTByromas B KauecTBe KaTajiu3aropa, oOecreyuBaeT
oOpa3oBaHHe TOJyareTalis KaK MPOMEXKYTOUYHOTO TMPOAYKTa Ha TEPBOM ITarle
peakiuu. llpencraBieHHass peakiys OTHOCUTCS K PaBHOBECHBIM, M UTOOBI
CMECTUTh PaBHOBECHE MEXIY 1,3-AMOKCOTaHOM U MPOJYKTOM PEAKIIMH B CTOPOHY
areTasi, BO3MOXKHO BBIBEJICHHE 0Opa3yrolIeics: BOJIbI U3 PEeaKIMOHHON cMecu. B
KaueCTBE PEIICHUS JaHHOW MpOOJIEMBbI MpejjiaracTcsi BapuaHT yAaJIeHUs BOMABI C
MOMOIIBI0 TMPUMEHEHUS PA3JIMYHBIX JETUAPATUPYIONIMX areHTOB, HaIlpuMep,
MoHOOYTHA Tpuxjopu ojoBa BuSnCl; [9], koTophlit ncmons3yercst Takke U Kak

KaTajiu3atTop B CHHTE3C 2-8.JIKI/IH-1,3-,Z[I/IOKCOJ13HOB. PeaKHI/II/I TAaKOI'0 THIIA
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IPOXOAAT 3a HeOosblIoi mepuoj BpemeHu. He TpeOyroT »KeCTKuUX YCIOBUU U
pactBoputenss.  ABTtopel  paborel  [10]  mpemmararor  HCIOJNB30BaHHE
tpumetuiaoptopopmuara CH(OMe); s ynaneHus BoIbl, 0Opasyromiciicss B
pe3ynbTate KOHJEHCAlUW. Takas MaHUITYJSIHS TO3BOJIIET IMOBBICUTH BBIXO]
1EJIeBOT0 MpoAyKTa. BoJoOTHMMarOUIMii areHT Npu STOM IMpeBpamaeTcs B
MeTaHoa W MeTwidopmumar. B marenre [11] paccmarpuBaeTcs cuHTE3 2,2-
auMeTHI-1,3-THOKCAIIMKIAaHOB, OCYIIECTBICHHE KOTOPOTO MPOUCXOAUT TIpHU
y4acTUM  THUIPOXJOpUAA  ITWIOBOro  3dupa  aleTUMUIIOBOM  KHUCIOTHI
(aTHIIanieTUMU AT TUIPOXIIOPHU), KOTOPBIU oOnajaer TEMU xe
BOJIOOTHUMAOIMMK  cBorictBamu. MycaBupoB P. C., 3nmorckux C. C,
PaxmankynoB [I. JI. u ap. [12], a 3atem u BoaweBa B. b., Bemocronkas U. C.,
YcaueB C. B. m nap. [13] paccmaTpuBaay BapuaHT HCIOJIB30BaHUS B KavyeCTBE
JETUIPATUPYIONIETO areHTa aJKWiI- W XJOPIPOU3BOAHBIE MOHOCHIJIAaHA. Takum
obOpazoMm, mnpu npuMeHeHun auMmeTwiauxiopcuinada (CHj),SICl, B peakiun
B3aMMOJICUCTBUS JTHOJIOB W KApOOHWJIBHBIX COCAMHCHHH WM YAaIOCh CMECTHUTh
paBHOBECHE B CTOPOHY IICJIEBOTO TPOJAyKTa 2,2-muMeTHi-1,3-IHOoKCcoaHa
3HAYUTENIbHO TIOBBICUTh BBIXOJ 3a CYET CBS3BIBAHUS O0Opasylolieiicss B Xoje
peakuuu Bojbl. K coxaneHuto, MpUMEHEHHE PACCMOTPEHHOTO METOJa C y4acTHeM
XJIOPCHJIAHOB HEBO3MOKEH B IMPOMBIIUICHHOCTH HM3-32 WX BBICOKON CTOMMOCTH,
TOKCUYHOCTH, KOPPO3UHWHOW AaKTUBHOCTH U HEKOTOPBIX Jpyrux ¢aktopoB. B
KaueCTBE aJIbTEPHATUBBI MPEJUIOKEHBI OOJIee JICIIEBbIC areHThl, TAKUE KaK XJIOPH/T
kanbims CaCl, wiu 6e3BomubId cynbdar kanpius CaSO,4 [14], HO M y HUX ecTh
CBOM HEIOCTATOK: MPOIIECC CYIIKH KHUIKOCTH MPOTEKAET CIUIIKOM MEJJICHHO, YTO
BJeYeT 3a co00il 1oyiroe BpeMsi NMPOTEKaHUE peakluu. DTy MNpoldiaeMy MOKHO
pelInTh BBEJICHUEM B PEAKITHIO KUCIOTHOTO KaTaau3aropa, Takoro kak dhocdopHas
KHACIOTa TpH cuHTe3e 2-mpomui-1,3-muokconana [15], KoTopelii  TaKke
CIIOCOOCTBYET yBeIWuYeHWI0 Bhixoaa amertais g0 80-85 %. Takue pacTBopuTenu
kak Oenzon [16, 17], nuatunossiii 3¢up [12], nuxmopmeran [18] u np. BEITECHSIOT
00pa3yIoIIyIocs B XOJA€ PEAaKIUH BOJAY U TaKXKE CIHOCOOCTBYIOT YBEIUYEHHUIO

BBIXO0/1a LIEJIEBBIX MPOIYKTOB.
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KucnortHsie KaTaJln3aTopbl HNPUMCHAKOTCA HC TOJIBKO H3-34 oOecrneyeHus
BBICOKHUX BBIXOJOB HCJICBLIX IIPOAYKTOB, HO U 110 IPUYIUHEC TOI'0, YTO UX BBCACHHUC
ypomacT IOJIYYCHUC MUKIINYCCKUX aHGTaHCfI. Hamau cBoe IMPUMCHCHHUC TAKHUC
COCIUHCHU, KaK KHUCJIOTHI HBIOI/ICEl, KaTHOHUTBI, MUHCPAJIbHBIC KUCJIOTBI, TUOKCH

CCPbI, ICOJIUTHI U T.[.

Takue xucnotel kak Hz;PO,; H,SO, m HCI [6-8,15, 19] ormocar x

OIO/DKETHBIM KaTalln3aTtopaMm, Mo3ToMy OHM Oosiee momnysisipHel. Ho, x mpumepy,

H,SO, He pexkomeHayeTcsi NMPUMEHATh B KauecTBE KaTajau3aTopa, TaK KakK 3TO
BJ€UET 3a CcOOOW ToMagaHhe B PEAKIMOHHYIO CMECh BOJBI, M, KakK CJE/ICTBUE,
3aMeJIeHne Tpolecca peakuuud. K ToMy ke coiisiHas KUCIIOTa — JIETKOJIETydee
BEIIECTBO. DTOT (akT TpeOyeT BBEACHHs JTOMOTHUTEIbHBIX ONEpaluid B MPOIECC
CHHTE32, a MMEHHO Ha CTaIWAX pa3[elieHus M OYHMCTKH MPOIYKTOB DPEAKIIHH
COJITHYIO KHCJIOTY HEOOXOIMMO YAAJIUTh U BEPHYTh B 30HY peakuuu. B pabotax
[20, 21] paccmaTpuBaniocs mpuMeHEeHHEe CUporIooOpa3Hoit GpochopHoit KuCIOTH. B
pe3ysbTaTe peakUuu MOodydald HPOAYKT JIydllero KadecTBa 0e3 mpumeceidl c
yIIy4IIEHUEM BBIXOJIA.

CuHTe3 NUKIMYECKUX alleTalel U3 JByXaTOMHBIX CIIUPTOB U KApOOHUIIHHBIX
COCMHEHUH C TNPUMEHEHUEM KHUCJIOTHBIX KaTajJu3aTOpOB cuUMUTaeTcsi Ooee
IPOCTBIM CTIOCOOOM. Peakiinio mpoBOIAT MpH MOBBIMIEHHBIX TemmepaTtypax. [lpu
BbIOOpE TeMIlepaTypbl OCHOBBIBAIOTCS Ha CTPOECHUU KETOHA WM K€ albJeruna,
KOTOpBIA BCTyHaeT B peakuuio. Temieparypa HampsMyr0 3aBHCHT OT CTPOEHUS
coequHeHnst ¢ C=0 CBs3bIO: YeM BBINIE MOJCKYJISPHBIA BEC U Pa3BETBICHHOCTH
KapOOHHMIJIBHOTO COEIMHEHMs, TeM OoJiee BBICOKAs TemIieparypa TpeOyeTrcs mis
npoBefeHus peakinu. Korna B peakiinu NpUHUMAIOT y9acTUe HU3IINE allbIeTUIb,
MPOIECC HAarpeBaHMUSI MOXKHO OMyCTUTh. [lpu ydacTuu BBICIIMX KapOOHHMIIBHBIX
COCMHEHHI HarpeBaloT PEaKIHMOHHYI0 CMECh C HCIOJIb30BAHHEM OOPAaTHOTO
XOJOAWIBHUKA C JaJbHEUIICH MeperoHKoi. ABTOpBI craTthu [22] momyyanu 2-
u3zoponnui-1,3-TMoKcoaH  MyTeM  HWHTEHCHUBHOTO  TepeMENIMBaHus  IpU

temriepatype 121 °C cmecu npomanmmona-1,3, uzoOytupanpaeruaa, OeH3ona U
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KHUCJIOTHOTO KaTanu3aropa. Komba ¢ peakiMOHHOW cMechio Obuta cHabkeHa
OOpaTHBIM XONOMWIBHUKOM U Hacagkoi Jluna-Crapka. Beixom 1eneBoro
npoaykra coctaBui 92 %. B pabore [23] u3 cnupTOB M albACTHIOB JICTKO
TIOJTYYar0T COOTBETCTBYIOMmME 1,3-mrokconan u 1,3-muokcan (cxema 3).

Cxema 3

R; R,

%

o)
\ 0] o)
/CH—(CHZ)H—CE + R3R,CO —m» + H,0
R
: ? R1)7\C/H\Rz
H2 n

[Ipu ocyiiecTBICHUN AAaHHON peaklMu ajdbJeruj 100aBiseTcsl B U30BITKE,

H
R

4yTOOBI TpollecC 3aBepuInics. Peakids MpoTeKaeT MpU TeMIepaTrype KHUIICHUS
pactBoputens (O6eHzona, ToNyona, Kcwioia). Boay, koropas oOpasyercs B
IPOLIECCE PEAKIMH, YIAAISIOT METOAOM a3€0TPOMHOM IMEPEroHKH, IOCIE YEero
BBIJICJISIIOT  LIEJIEBOM  INPOAYKT. B KauecTBe Karaim3aTtopoB HauoOoJee
noaxoisdmuMu  OyayT  OeH3ocyiab(oHOBasi, cepHass W OCOOEHHO -
TOTYO0JICYJIb(POHOBASI KUCTIOTHI.

JInoKcoNlaH ¥ TMOKCAaHbI MOXHO TOJYYUTh B pe3yibTaTe peakiuu oOMeHa
(cxema 4).

Cxema 4
R; R,

%

HO
\ ¢ 0]
/CH—(CHZ)H—C<I +  R4;R,C(ORg), — + 2RsOH
R R
: 2 Rl)\(c R,

H,/

Yame Bcero 3amectutesib Rs B MoJieKyse anerais MpeCTaBisIeT COOOM
HU3ImMK ankuia. Kak mpaBuiio, peakiys MpoTeKaeT B MHEPTHBIX PaCTBOPUTEIIAX,

TaKHUX KakK 6€H30H, TOJYOJI, KCUJIOJI. B PCAKIUIO BBOAAT KAaTAJINU3aTOP KHUCIOTHOI'O
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THUTIA WK N-TOIYOJCYIb(POHOBYIO KuCIOTY. JlaHHAs peakius 60ee MOAXOANUT IS
CHUHTE3a JIMOKCOJIAaHOB M JMOKCAaHOB, B KOTOpbIX 3amectutenu Rz u Ry — arom
BOJIOPO/IA.

B cuHTe3e nmuknmYeckux arerasnei ObIBaeT pa3yMHO MPOBOJIUTH PEAKIIHIO B
nBa sTana. [lepBrlil — moyYeHHne MoIyalueTalieid, a BTOPOl — BBEJEHUE B PEAKIUIO
KaTaJn3aTropa U MOJIy4YeHUE TUOKCOJIAHOB.

ABTOpHI cTaThbu [7] MCIIOJIB30BAIM 3TOT METOJ B CHHTE3¢ 1,3-IHOKCOJIaHa
(cxema 5). Cmech ATUICHTIUKONS U 52 %-HOT0 BOJAHOIO pacTBOpa popMasbaeruia
HarpeBanu 10 temnepatypsl 60 °C u BeiaepkuBan AasiieHue 5-6 klla. Ha nepsoii
cTaauy  O0Opa3OBBIBAIICA TMPOMEXKYTOYHBIA TPOAYKT TMOdyaneraib — 2-
(rumpoxkcumetokcu)atanon (l). B kadecTBe Karanmmzaropa BbICTyHana cepHas
kuciota. Ha BTopoM 3Tame peaklMOHHYI0 CMECh HArpeBajld M IEPEroHsUId /10
MOJIYYEHHUS 1IEJIEBOTO MPOAYKTA, BHIXOJI KOTOPOro cocTanisut 18-22 %.

Cxema 5

OH q
HZC/ \ H, H,C— O\

| + (=0 =—> HO/C\C/O\C/OH S | CH, + H)O

H,C H,C
’ oy H H, H, 2 ™~0

I 11

B marenre [24] omnucan aHalOrM4HBIA CIOCOO cuHTe3a 4-meThi-1,3-
nuokconana. [lpomanmnon-1,2 BcTymaer B peakiuio ¢ (HOpMaibAETUIOM IpHU
y4aCTUM KUCIOTHOTO KaTajau3aTropa. JTO MPHUBOJUT K OOpa30BaHHUIO HA MEpPBOU
ctaauu 1-(TUIPOKCUMETOKCH)IpOIiaH-2-0ja. Y JTaHHOTO METOJa €CTh MHUHYC —
OueHb HH3Kasg KoHBepcus dopmanpaerugaa. B OOJIbIIMHCTBE  CiydaeB
MPOMEKYTOUHAs CTaAus MPOTEKaeT C 0oJiee 3HAYUTEIBHOW CKOPOCTBIO, YeM
cTajauss oOpa30BaHUsI HEMOCPEACTBEHHO areraned. [lo sTol mpuyuHEe METOMabI
MOJIYYCHHS areTalield C pas/ieJIeHueM CTaJui JydIlle MCIOJIb30BaTh ISl HU3IIMX
aJbJACTHU/IOB.

B npowmsbiuierHoctu Ha 3aBogax OAO «Cuntes» (r. Jzepxkunck), OAO

«Ypanxummiact»y (r. Hwxuuit Tarum), rpynmodi komnanuii «ButaXum» (T.
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Mocksa), komnanmerr «OPMET» (r. ExarepunOypr) m 3A0 «BEKTOH» (r.
Cankt-IletepOypr)  NpPUMEHSIIOTCST ~ METOABI  HEMPEPHIBHOIO  MOJYyYECHUS
UKIIMYECKUX alleTaJiei, KOTOpbhIE MOJYYUIIM IIUPOKOE pacrpocTpaHeHue [8, 25,
26]. OHM BKJIIOYAIOT OTJICIIBHBIC 30HBI PEAKIMH U MeperoHku. Ho mpoMbIluIeHHbIE
TEXHOJIOTUHM TPOU3BOACTBA 1,3-IMOKCOJIaHA MMEIOT 3HAUUTEIbHBIE HEIOCTATKU:
HEJIOCTAaTOYHO  BBICOKAsi  MPOU3BOJIUTEIBLHOCTh,  BBICOKME  3aTpaThl  Ha
AIIEKTPOIHEPTHUIO U OBICTPBHIN POCT LIEH Ha MPOIYKIIHUIO.

Bo mHOrmx pa®oTax Kak KaTaau3aTop HCIOJb3yeTcs katuoHuT [19, 25-28],
U B HWTOT€ BCEX pabOT BBIBOJBI TAKOBBI, YTO B €r0 NPHUCYTCTBUU PEAKITUS
MPOTEKACT MPU MATKUX YCJIOBHUSAX M BBIXOJBI IIEJIEBBIX MPOAYKTOB JOCTATOYHO
BbicOKME. C TOUKM 3pEHHUs TEXHOJIOTMHM MPOLECC OTACIECHUS M U3BJICUCHUS
NPOAYKTOB M3 PEAKIIMOHHOM CMeCH 3Ha4yuTenbHO obnerdaerca. Ho Takue
KaTalnu3aTopbl KaK KATHOHUTHI MaJIOyCTOMYMBBI K BBICOKUM TeMIIepaTypaM U
UMEIOT BBICOKYIO CTOMMOCTb, YTO OTHOCHUTCA K HMX OCHOBHBIM HenocTatkam. [lo
ATOW MPHUYMHE HCIOIB30BaTh KATHOHUTHI IMOBCEMECTHO HEIENIeco00pa3Ho, a
Jy4IIie TPUMEHSTh TOJIBKO CIy4dasx HEOOXOIMMOCTH.

Astopel crareii [15, 29, 30] ucnonp3oBaiu n-TONYOICYIbGOKUCTOTA (7-
TCK) ¢ uenpro moiaydeHuss OOJBIIEro BBIXOJA alleTalieid, HO TPH MITKHUX
ycnoBusx. Hampumep, B matente [15] paccmoTtpeH cmoco0 MOgydeHHs] CEpUH
UKITNIECKIX areranei C UCTIOJIb30BaHUEM KaTajau3aTopa n-
TOJIYOJICYTb(OKUCTOTH.  B3anMozeiicTBue CHUPTOB W albJETHAOB  TpHU
temrepatype 30-75 °C obecneumsio BbIXOJ KOHEUHbIX npoaykTtoB 70-96 %. JI. JI.
Paxmankynos, C. 1O. IllaBmykoBa, P. P. Jlamunes u M. X. bukOynatos [31] B
CBOEH CTaTh€ OMUCHIBAJIU CUHTE3 alleTaliel, B X0/1e€ KOTOporo npumeHsuiocs CBY-
U3y4eHUE B TEUCHHE 2 MUH U HEKOTOPBIC KUCIBIE KaTalu3aToOpPhl, B TOM YHCTE U

n-TOJIyOJCYIb(GOKUCIOTa. B UTOre yyeHsle moaydusivd MpoayKThl ¢ BbixoaoM 70-

90 %.
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Cxema 6

/lk » R,
kat.
R; R,

Karanu3zarop: n-tonyosncynbdokuciora, FeCls, Al,O3

[TpoTouHBIi peakTOp HarpeBajaIu MUKPOBOJHOBBIM HU3JyYCHHUEM B TeUeHHUe |-
2 muH 1 oyaniu 84 % anetans 2,2-TUMeTHI-4-THAPOKCUMETIIICH-1,3-THoKcoIIa
(m3onponunuaeHrmuepuna). Karaauzatopom seictynan n-TCK. s cpaBHeHus:

MOJTlydYeHUE TAaKUX K€ BBIXOJOB MPHU TeMIEpaTypHOM HarpeBe 3aiimer 12-24 q

(tabm. 1) [32].

Tabnuna 1 — Berxoas! 1,3-1HOKCOIaHOB B 3aBUCUMOCTH OT BUJIA 3aMECTUTESA
u Karanmsaropa [31]

Ucxonnblit anpnerug Breixon 1,3-guoxcosnanos, %
n-TCK FeCl; Al,Os
renTaHaib 96 97 75
OeH3AIBIETH ] 81 77 90
0-METOKCHUOEH3UThIET U] 90 95 92
3-penmnnponaHaib 88 91 95
n-HUTPOOCH3AIBICTH T 97 83 96
n-XJIOPOCH3ATbIET U] 96 97 91

Berpeuaercst Oosnblioe KoauyecTBO padoT, rae 1,3-1MoKcoganbl MOTydaroT
peaxkiueil OKCOCOEIMHEHUN € TIIMKOJSMHU MPHU YYacTUHU Pa3HOOOPa3HBIX KHUCIOT
JIstouca, manpumep TiCl,; [33], RuCl; [34], AICI; [35], CoCl, [36] u mp.
Hekoropsie kucnotel Jlbtonca o0namaroT aeruapaTupyromuMu cBoiicTBamu. K

TOMY KC, 9TU PCAKIMU MOKHO OCYHICCTBJIATH KaK C PAaCTBOPUTCIICM, TaK U 0e3

Hero. B cratee [35] nojydaiaud Tpou3BojHble 1,3-muokcosiaHa. B kaudecTBe
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pacTBOpPHUTENI BBICTyHaJl TeTpaxyiopmeraH, kataimzaropa — AlCl;. Peakmus
npoaoipkanack S gacoB nmpu Temmneparype 40-80 °C u BBIXOJ MENEBBIX MPOIYKTOB
Konebiercsa B npezenax ot 36 10 88 %. B crarbe [37] yuensle 3ameTnnu, 4to B
MOCJIETHUE HECKOJIBKO JIET MOMYJSPHOCTBIO CTaJ MOJIb30BATHCA PsiJl MOTUMEPHBIX
KaTaJn3aTOpOB, Ha KOTOPHIM HaHeceHa kucioTa Jlprouca. JIoCTOMHCTBO Takux
METaJUIOPTraHUYECKUX KaTalM3aTOpOB B TOM, YTO OHM AKTUBHBI U CTAOWJIBHBI, U
BO3MOXKHO HMX HCIIOJIb30BaHWE HE OJMH pa3, HO HUX JOPOTrOBHM3HA HE JaeT
BO3MOYKHOCTH HCTIOJIb30BaTh UX B IMTPOMBITINICHHOCTH.

Astopsl crathu [38] mpoOoBanu moayuuTh 1,3-AHMOKCAIIMKIAHBI METOJIOM
MOCTOSIHHOTO ~ MPOMYCKaHWsl Tra3o00pa3zHoro jguokcuaa cepsl SO, uyepes
pEaKkMOHHYI0 cMech. OTMEUYEHO, YTO BBIXOJbI TIOJYYMIIUCH JOCTATOYHO BBICOKHE
(trabn. 2). Kpome TOro, AMOKCHJ cephbl CIIOCOOCTBYET YBEIMYEHUIO CKOPOCTH

XAMHUYECKOU pEeaKinu.

Tabmnuma 2 — BUIpl CHHTETHYECKNX areTajiei

Ne | KapOGonunwsHoe Jnon Aneranb Brixon
COe/IMHEHNE (ctpykrypHas hopmyra) (%)
1 | HCHO HOCH,CH,0H H, 85
o— C\
/CHz
H,C
22~
2 | n-C4HoCHO HOCH,CH,0H O 77
4Mg 2CH32 HZC/ \
H,C
22~
3 | HCHO HOCH,(OH)CHj3 0) 91
NH _CH
HZC\/ /c/ 3
4 | CH3CHO CH3CH(OH)CH(OH)CH3 0O H CH; 84
n/ ~c~
H3C\C /
o—
CH;4
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[Ipomomkenue TaduIb 2

5 | HCHO HOCH,CH,;CH(OH)CH3 H, 94

6 | HCHO HO(CH.).OH H, 87

OpHako TEXHOJOTHYECKAas CXeMa TaKOTO TPOIecca CHUIIBHO YCIIOXKHSICTCS
TE€M, 4YTO HEOOXOJUMO HAJIMYME PA3TUYHBIX O0apOOTaXKHBIX KOJIOHH, a TaK¥kKe
HY>KHBI CIIOCOOBI yJIaBIMBaHUSI AMOKCHAA cephl. [1o 7Toi mpuymHe BEpOSITHOCTD
IIMPOKOTO pacipocTpaHeHus karanuzaropa SO, MaioBeposITHA.

WccnegoBanusi mokasaiu, 4YTO KETOHBI HE TaK pPEaKIMOHHOAKTHBHBI B
cuntese 1,3-AMoKCcoNIaHoB, Kak anpaerunbl. Ho Bce e oHu ucnosb3yroTcs. Yare
BCETO B JIUTEpAType BCTpEUaeTCs, KOHEYHO XKe, ameToH. Kpome HCXO0IHOTO
MPOJYyKTa OH TaK XKe SABISIETCS pacTBopuTeieM. Tak K€ B JUTEpPaTypHBIX
HUCTOYHHUKAX MOYXHO BCTPETHTh IHUKJIOTEKCAHOH, ITMKJIONEHTAHOH W TIEHTaH-3-OH.
OT HCXOAHOTO KETOHAa HEPEIKO 3aBUCUT M TEPMOJMHAMHYECKAs YCTONYHBOCTD
neneBbix mpoaykroB [39, 40]. K Tomy ke Bce KETOHBI, YHOMSHYTBIC BBIIIE,
CUMMETPHUYHBI, & 3TO JAacT TapaHTUIO TOTO, YTO HE IMPOM30UIET OOpa3zoBaHUE
nauacrepeon3oMepoB 1,3-nuokconana [41].

B cratbe [42] mpesacraBiieH pa3pabOTaHHBIM aBTOpAMH METOJ PEaKIuu
HECKOJIbKUX 3aMelIeHHbIX OyT-2-eH-1,4-11u0JI0OB C NpPUMEHEHHEM KOMILIEKCa
nudTIIIOBOTO 3dupa ¢ TpudTtopuaom Oopa B arneroHe BF;xOEt; (cxema 7). B

pe3ynbTaTe B3auMoJeicTBUA 00pa3yercs 1,3-1uoKkconaH.
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Cxema 7

R 0 R
X BF;*OEt -25...25°C Z 0 CH,
+ H3C S
OH R, =Ph 78 % CH,

3 R, =Cy 64 %

Astopsl ctatbu [43] paccMoTpenu crocod noiydeHus 1,3-IHOKCOTAHOB M3
COOTBETCTBYIOIIUX |,2-THOJIOB.

Cxema 8

R3 o) R3
/ oxydant (R; = aryl)
HO o HR;=Me) R,
0)
R, R, R,

3norckuii C.C. u coaBTopsl [44] onmcanu cienyrommii meto: 1-pennn-3,3-
JUATOKCUTIPOI-1-uH mepeBouan B (eHWINpornanaib, KOTOPbIA MOJ JeHCTBUEM
a3u/ia HATpPUs KOHBEPTUPOBAIU B TETEPOIUKIMYECKUN alblIeruji 3, MOcie 4Yero
LUKIN30BaJIA €ro IIIUKOJISIMHU B 1,3-1uoKalnukiIoankansl ¢ BeixogoM 20-25 %.

[TapamienbHO ¢ 3TUM aBTOPHI MMPOBOWIA APYTOW OMBIT, 3aKIIOYAOLIUICS B
nepearetTam3anuu  1-permn-3,3-audTokcunpon-1-naa TeMu Ke TIUKOISAMU C
nocieaywIiein 00padotkoil obpazoBaBmIUXCA 1,3-THOKCANMKIOATKAHOB a3UJI0M
HaTpus A0 UEJNEBBIX MNPOAYKTOB |,3-muokanukiioankaHoB. B naHHOM ciydae

BBIXOI6I cocTaBisi 30-75 %.

1.2 I{uknrdeckye ameTaim aKkpoJICHHA

AKpOJIEUH — aJbJIeTH]l aKpUJIOBOM KHUCIIOTHI, MPOCTEHIITNN HEHACBIIIICHHbBIN
anmpreruy. CoOol  mpencraBiseT OECIBETHYIO JIETKOJIETYUYIO  KHUIKOCTb,

CJIC30TOYMBYIO, C PE3KHUM 3allaXOM, SABJIACTCA CUIJIbHBIM JIAKPUMATOPOM.
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B cocraBe akponewmHa ecTh JBE TPYINIbl — KapOOHWIbHAS W JIBOWHAS
yriiepoa-yriiepoaHas cBs3b. O0e ATH TPYIINbl MUMEIOT BBICOKYIO AKTUBHOCTb.
OnucaHo OTrpOMHOE KOJIMYECTBO METOAOB (YHKIMOHANM3ALUMU WU ITUICHOBOM
TPYNIIUPOBKH, U KapOOHWIBHOU. B pesysnbrare mepBhIX MOMBITOK MPOBECTHA CHHTE3
HEHACBIIICHHBIX ~ alleTajied TOoNydYyalluCh CMECH, B KOTOPBIX 3HAYUTEIHHO
npeobnagan MPOAYKT, OOpa30BaBIIMIICS B pe3yabTaTe peakiuu IO JBOMHOU
yIIIEpO-yIIIepoIHOM CBsA3H. 110 KapOOHMIBHOW IPYNIIUPOBKE PEAKIIMS TAKXKe 1A,
HO B 3HAYUTEIBHO MEHbIIEH cTerneHu. Ho cOBpeMEHHbIE MCTOYHHUKU OTMEYAloT,
YTO TPHU HKCIOJIB30BAHUM KHUCJIOW Cpelbl (PYHKIMOHATM3AIUs MPOIIe MOUJET MO
KapOOHWJIbHON TPYNIUPOBKE, YE€M IO JBOWHOW CBSI3U, U OMUCHIBAIOT pPEaKIUU
dbopMupoBaHUs ITUKJIMYECCKUX areTajieid u3 3amenieHHbix 1,2- u 1,3-rmkomneii. B
ceoeir padore Ilymbir m YorHep omucaiu crnoco0 moiaydeHus: 3,9-TuBUHUI-
2,4,8,10-rerpactiupo-5,5-yHaeneHa (AUaLTIIMICH-TIEHTadpuTpuTta). s a31oro
CUHTE3a OHU UCIIO0JIH30BAJIA aKPOJIEHH B OOIBIIIOM U30BITKE U MEHTAPUTPUT. B 3TO
Bpems apyrue ydensie Keitin 1 MaknoHana ocyiecTBuin cunres |-2-suanin-4,5-
numeTnia-1,3-muokconana u3 1-2,3 Oyramamona [45]. B marenre [46] ommcan
croco0 ToNydeHHs anudaTHIecKuX areraneil akposjenHa ¢ Bbixomamu 50-80 %
nyTeM J00aBIICHUS MajbIX KOHIICHTpAIMK KaTaJu3aropa I-TOJYOJICYIb(POHOBON
kuciothl (0,0010-0,010 MOJBHBIX TPOIICHTOB) M BBIBEJACHUEM W3 PEAKIIUU BOJbI
npu Temrieparype He Boiiie 50 °C. JUMTeNnbHOCTh peakiuu Okoio 24-36 yacos.

®dumepom u Cmutom [47] oTmedeHO Tpu (dakTOpa, KOTOPHIE CIHOCOOHBI
yBEIUYUTh (HOpPMUPOBAHUE aleTalieid, CBeAs K MUHUMYMY MPHUCOCAMHEHUE IO
JIBOMHOW CBsi3U: 1) MHUHUMAalbHAsl KOHIIEHTpalMs KaTajau3aropa; 2) MpUMEHEHUeE
1,2-tmukonedt wnu  1,3-mIMKoNied MpUBENET K TOJNYYCHHIO Oojiee CTaOMIbHBIX

anierasneil; 3) jdydile UCMOIb30BaTh MIUKOJIM, 3aMEIICHHbIE HA YIIIepojie, KOTOPbIN
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COOTBETCTBYET T'MJOKCHUITY, TaK KaK 3aMEIEHUE CONEHCTBYET 00pa30BaHUIO LIMKJIA,

3aTPyIHSS PUCOEAUHEHUE 10 JBOWHOU CBSA3U.

B tabnune 3 onucaHbl ycloBUS peakilvil, KOTOpble 00ECIEUNBAIOT JTYYIIIHe

BBIXOJIbI, a@ TAKJKC CBCACHLI AAHHBLIC O IIOJYYCHHBIX IPOAYKTax, IMOJYUYCHHBLIX H3

Pa3INYHBIX [JIMKOJICH.

Tabmuma 3
Choupt [Iponykt Konepc Beixomnmo M36wmiT PactBOpuTe MonsHoe Bpewms
us coupty, % ok b coliepXa peaklu
CIHpTa B aKpoJ HUE "
MPOIYKT, euHa, KaTajamsa
% % Topa, %
Ammnoseii  [lnamnmunanera 72 75 - [Merponeitn = 0.0010 24 gaca
CIHPT JIb aKPOJICHHA b1l pup
2,3-0yranguon Coenunenue 1, 86 86 10 Bbenson 0.020 | 3 yaca
R=R;=CH3;
2-metun-2,4-  Coenunenue 2, 98.5 98.5 10 Benson 0.026 25
MEHTAIHOI R,=R3=R,=CH yaca
3
[munepun Coemunenne 1, 78.5 88 20 Benzon 0.023 50
R=H, MUHYT
R;=CH,OH
1,2,6- Coenunenue 1, 88 88 50 Benson 0.020 50
TeKCaTPHOI R=H, MUHYT
R1:C4H80H
o - Coenunenne 1, 75 75 - Benson 0.056 15
MoHOXJopruap R=H, Jaca
uH mmuiepuaa  R;=CH,CI
Tpudtunenmu  CoenuHenue 2, 78 78 - 67%6en3on  0.043 3 4yaca
KOJIb R,=R;=R,=H 33% adup
Orunenrnukon CoenuHenue 1, 58 58 10 67% 6enzon 0.025 9 uvacos
b R=R;=H 33% adup
[entaspurpur AnanmunuaeHi 86 86 20 benzon 0.070 2.5
EHTadPUTPUT qaca
CopOur TpuanmuiaeH 33 33 10 benzou 0.059 8 wuacom
copour
[entaspurpur JAUKPOTOHUIHT 95 95 10 benzon 0.048 | 3 wyaca
(c EHIIETA3PUTPUT
KPOTOHOBBIM
aJIBJICTUIOM)
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Ananuzupyst Tabnuily, BUAHO, YTO OOJBIIMHCTBO MOMYYEHHBIX IIUKINUYECKIX
areraneit akposienHa umeror Bbixon 70-80 %. [maBHBIM 0o0Opa3oM B ciydasx, e
npeHeOperanu pa3felieHueM OT pearupyrouie cMecH, AUCTWLISAIUS TpHUBEia K
00pa30BaHUIO MPOTYKTOB B T€X KOJUYECTBAX, KOTOPBIEC TOJKHBI OBLIH MOTYIUTHCS
teopernuecku. 13 1,2-mukonel ObUTM MONy4YeHbl 2-BUHUI-1,3-1HOKCONAHbI, a U3
1,3-rukosei — 2-BuHmI-1,3- TMOKCaHbI.

B peakuuu nomydeHUs — [UKIMYECKUX  alleTaled  PEKOMEHJOBaHO
UCIIOJIb30BAHUE KaTaju3aropa B [Ba-TSITh pa3 OOJbIIET0 KOJUYECTBA, YTO B
peaklMK NOJy4YeHUs anudaruueckux aunertaneil. Taxxke JOMyCTUMO MOBBIIICHUE
temreparypsl ¢ 50 °C go 80 °C. BrimeonucanHble (PakTOpbl CIIOCOOCTBYIOT
COKpalIeHHIO BpeMeHu peakuuu 10 50 MUHYT U oOecneunBaroT 3()PeKTUBHYIO
OTIOHKY O€H30J1a, KOTOPBbIA BBICTYIAET B KaU€CTBE PACTBOPUTENS. Takue yCIOBHS
peakluu MO3BOJIUIN YBEJIMYUTh BBIXOA I1esieBoro npoxaykra a0 80 %, a n30bITOK
aKpoJienHa, BBOAUMBIN B peakiuio, yMeHbuTh ¢ 300 % mo 20 %. ns Gonee
MOJIHOM WJUTIOCTPALUU TaKXe Opany aJUTWIOBBIA COUPT U KPOTOHOBBIM albAETH/I.
Opnako, Oojiee CIOXKHBIM TONMON — COpOMT, nmanm BeIxom Bcero 33 %
TPUATUIUIUAECHCOPOUTa, OOpa30BaHHBIM, BEPOSITHO, NYTEM MPUCOEAUHEHUS K
noaumepy. B ciayuyae ¢ MIMIIEpUHOM M 3TUJICHIVIMKOJIEM BBIXOJA MPOIYKTOB OBLI
HEJAOCTATOYHO BBICOK, IO3TOMY CHHTE3 ITOBTOPHO MPOBEIM C HCIIOJIB30BAHUEM
CEpPHOM KUCIIOTHI, aIcCOPOUPOBAHHON HA CUJIMKArelie, YTO MPHUBEJIO K YBEIUYCHUIO
BeIxoga: 70 % u 83 %. C ucnonap30BaHuE 1-TOMYOJICYIb(POKUCIOTHI BRIXOABI 58 %
u 54 % cooTBeTCTBEHHO. BaXXHO OTMETUTH, YTO BO3MOXKHO TMOJYyYEHHUE ABYX
CTPYKTYp aleTajis DIHIEepUHa, HO B JIAHHOM ciy4ae mpeoOnanaer H30Mep,
COAEPIKAIIMI MATUWICHHOE KOJIBLIO.

['m66epT 1 Buian [47] ocymiecTBUIM CHHTE3 areTaisi MyTEM TEIJIOBOM
peakumen Mexay [NIMLIEPUHOM UM aKpOJIEMHOM. [lodmydeHHBIM HOPOAYKT
METUJIMPOBAJIM, 3aTE€M THAPOJIM30BAIM C METOKCMMETaHOM. lleneBoil mpomykT
BBIJICIISUIA  METOAOM  WIEJIOYHOTO TUAPOAM3a [IULEpUHAa, a aleTalb O-
MOHOXJIOPTHJIpUHA AaeT Takou ke cnekrp MK wn3myuenws, yto m caMm auneraib

miepuHa. Temneparypa KUIEHusi mnonxydeHHoro BemiectBa ot 65 mo 70 °C, HO
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OTMEYEH HEOONbIION MOMeHT 3akunanuss u npu 55 °C. [lns BeimeneHus
MaKCUMaJbHO YHUCTOTO MPOJYKTa COEAMHEHHWE OBLIO MPOMYLIEHO C IENbI0
pasnencHus yepes kononky Oldershow, kotopast conepxut 20 Tapeiok.

Anerans 2-BuHUI-4-xyopMmetwi-1,3-nuokconan  ObLT  TOMy4YeH W3 O-
MOHOXJIOPTHJIpUHA TIMIIEPHUHA, HO CYHIECTBYET MU HMHOM Croco0 CHUHTE3a 3TOr0
aleTais: MyTeM peaklUd MEXAY aKpOJEHHOM M SIUXJIOPTUIpUHOM. B KauecTBe
KaTajln3aTopa UCIOJIb3YIOT XJIOPH]T 0JIOBA. JTa PEaKIIUs CTaja MEPBHIM MPUMEPOM
CUHTE3a HEHACHIIIEHHOTO allbJIerua M3 JMOKCHAAa M anetaid. Bwixox arerans
aKpolienHa ®W 2-MeTwi-2,4-TieHTaanoja OMM30K K KOJMYECTBEHHOMY, ITOATOMY
MOSIBIISICTCS] 3aMHTEPECOBAHHOCTh B M3YUCHUHU CBOMCTB MPOMyKTa peakiuu — 4,4,6-
TPUMETHII-2-BUHIWII-1,3-THOKCaHa.

Peakuus akponenna u 2-meTui-2,4-neHTaauoNa KaTanu3upyercs 0e3BOAHON
COJIIHOM KHUCJIOTOM, KOTOpasi, B CBOIO OUEPEdb, HE TOJIBKO KaTalu3UPYET PEAKIIHNIO,
HO W MPUHHUMAET B HEM MPSIMOE y4yacTHe, MPUCOEAUHSACH MO JBOMHOM CBsizu. B
pesynbrare obpasyercs npoxykT 2-(2-xmopatwn)-4,4,6-tpumerni-1,3-1uoKcaH ¢
BeixomoM 94 % [3, 48]. ComacHO HamuMCaHHOMY BbIlIe, W3 2,3-OyTaHauoa
obpazoBaiics 2-(2-x10paTri)-4,5-qumeTri-1,3-1MoKCcoIaHa ¢ BBIXOJIOM BBIIIE, YeM
TOT, KOTOPBIN ObLT MOYYEH J0 3TOTO APYyruM mMetonaom. [{uknuyeckuii anerans f3-
TUAPOKCUIIPOITMOHOBOTO ajibjieruaa ¢ BbixomoM 80 % oOpasyeTcs B pe3yibrare
pEAKUMM XJIOPUIOB M KUJKOW mienoun npu 160 °C, a Ha BTOpOM 3Tane MOXKHO
MOJIYYUTh TPUATWICHIIIMKOIb C BbhixogoM 50 % myrem ruaponusa anerans [-
THJIPOKCUIIPOITIMOHOBOTO  anpieruaa. Ecimm  2-(2-xmopatwin)-4,4,6-tpumetwi-1,3-
JIMOKCAH MpOpearupyeT ¢ MUaHUI0M, TO 3TO IPUBEAET K 00pa30BaHUIO areTans [3-
[IUAHOTIPOITMOHOBOTO allbJIETH/Ia ¥ BBIXOJ IMOJYYEHHOTO COSAMHEHUsS OyaeT
pasen 95 %.

JIJisi TIOJTydeHHsT SIOKCHIA C BBICOKOM CTETEHBI0 YHUCTOTHI MOXKET OBIThH
npuMeHeHO  snokcugupoBanue  4,4,6-trpumernn-2-BuHui-1,3-nuokcana ¢
NEePOKCUIOM WU (PTOpOoBOAOPOAHON KHciaoToil. Ho ecth Oonee ymayHblil CUHTES,
BKJIFOYAIOIINNA B ce0sl THAPOXJIOpHpOBaHKEe. Takoi CHHTE3 MPOXOAUT B JBa dTama:

Ha TIEpBOM — B SMylbcuio 4,4,6-TpuMeTii-2-BUHWI-1,3-1MOKCaHa B BOJHOM
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pacTBOpE THUIOXJIOPUTA KaibIlMsi TMYCKIM AWOKCHI Yyriaepoaa. B ocHOBHOM
npoaykT coctosut w3 2-(1-xmopo-2-ruapokcudTii)-4,4,6-tpustri-1,3-1uokcana,
HO €CTb MPEIANOJIOKEHHS, YTO OBbLIO HaIM4HMe u3oMmepa 1-rujgpokcu-2xiopo-. Ha
BTOPOM JTalle THAPOXJIOPHU IMOABEPTaivl IECTHAPOXJIOPUPOBAHUIO, B PE3YJIbTATE
YEero MOJIy4eHbI TMOKCUBI C BRICOKUM BBIXOJOM M 4rcTOTON 90 %, a cyMMapHBIH
BBIXOJl OT akpoyiemHa cocTaBwi 55 %. I'mapoxiopuj ObLI alleTUIMPOBaH, HO B
peaKkiuio ¢ aMMHAKoOM WIH (QTaIMMUAIOM Kaiusg He Berynad. OOpasisl
TUAPOXJIOPUAA TOTOBUIIM M3 XJIOPHOBATUCTOM KUCJIOTHI, KOTOpas, B CBOIO Ouepe/lb,
MPUTOTOBJICHA W3 XJIOpa W THUIAPOKcHAa Harpus. Ho »mokcua, TOdydeHHBIH B
KOHEYHOM HTOre, OBUI 3arps3HEH HEOMO3HAHHBIMH  XJIOPCOACPIKAITUMU
IPUMECSIMH.

MOoHIOHC ONMHCHIBAT B3aWMOJCHCTBHE albJeTHAa W areTals aKpOJICHHA,
KOTOpOE€ KaTaau3upoBaioch mnepokcugamu. Pumep u CMHUT B CBOIO Ouepelb
INPUIIUTM K BBIBOAY, 4TO 4,4,6-TpuMeTUII-2-BUHUII-1,3-THOKCAaH TOXKE MOXKET
MPUHUMATh y9acTHE B TaKOH PEaKIMU ¢ 0Opa30BaHUEM IUKIMYECKHUX alleTajcit
JEBYJIMHOBOTO anpiaeruga. Kpome Ttoro, 4,4,6-tpuMmeTni-2-BuHMI-1,3-1HOKCaH
o0pa3oBall aAYKTHl ¢ FEKCAXJIOPOIMKIIONECHTAINCHOM U IUKIONeHTaqueHoM [3].
[TpoBomunu peakuuto 4,4,6-TpuMeTnin-2-BUHWI-1,3-A10KCaHa C CEPOBOJIOPOJIOM.
B kauecTBe Karanmzaropa B peakIMM ydacTBoBau cCyinbdum kobambra. B
pe3ynbpTare peakuuu OOpa3OBBHIBAIMCH B OCHOBHOM TOJBKO AWCYIbGUI W
Tpucynbdua. Bo3moxkHo, mucynbdua oOpa3oBbIBaJCS W3 THOJIA BO BpPEMS €ro
oOpa3oBaHUs, KOTOPBIH OB TOJYYEH peaklnel arerajst 6-XJI0pONpOIHOHOBOTO
anbaeruga u cynbpuaa Hatpus. Cepusi OMYHKIIMOHATBHBIX MPOU3BOIHBIX ObLIH
MOJIYYeHBI W3 JHAINETalisd, OOpa30BaHHOTO TICHTAIPUTPUTOM H aKPOJECHHOM.
BBeneHne XJIOpUCTOrO BOMOPOJA TPHUBOJUT K OOpa3OBaHHMIO AHMANCTals [-
XJIOPIIPOITMOHOBOTO ajibJeruaa u ero Beixod 80 %. A moOaBiieHHE IMAHUIA HATPHUS
JaeT TUHUTPUI aretans ¢ BoixomoM 50 %. [lytem smokcuanpoBanus nuaieranei
HAJyKCYCHOW KHCIIOTOW OOpa3yeTcss B OCHOBHOM MOHOAIIOKCHI M HEOOJBIIOE

KOJIMYCCTBO AUIBIIOKCHAA.
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[Tpu B3aUMONEHCTBHHM Ha AaKpPOJIEMH [MOJIOB C IIENBIO alleTalu3alud B
KHCJION cpesie oOpa3yeTcsi HEeMaJIO€ YUCIIO MOOOYHBIX MPOAYKTOB AMMEpHU3anuu. B
CBSI3U C JTUM PACCMOTPEH APYro MyTh CHUHTE3a aleTaliell MpOoNapruioBOro
aJIbJICTUIA.

AXpoJieMH O4YeHb OBICTPO IMOJBEPraeTcsl MOJUMEpPHU3allUK, YTO BIICUET 3a
co00i HEOOXOJMMOCTh XpPaHUTh €r0 BJAJIM OT CBETAa Ha XOJIONY, a TJIABHOE —
HE3aMeJUINTEIBHO TOoJBeprate OpoMupoBaHuio. bpomupoBanue HEOOX0AUMO
IPOBOJUTH CTPOTO B BBHITSHKHOM LIKAQYy.

B  TOpOMBINIICHHOM CHHTE3¢ BUTAMHHOB OTpabOTaHa  TEXHOJIOTHS
IIPOM3BOICTBA 2,3-TUOPOMITPOITMOHOBOTO ajibaeruaa (cxema 9) [49].

Cxema 9

Hamu ObT1 ~ OompoOOBaH  JTAHHBIM croco0 C  JaJbHEUIINUM
IeruapoOpOMUpOBAHUEM  2,3-TUOPOMIIPONIMOHOBOTO  allbJIeTHAA C  IIEJIbIO

IMOJIyUCHUA ,Z[I/I6pOM3TI/IJ'II[I/IOKCOHI/IKJIaHOB.

1.3 Peakiuu neruapoOpoMupoBaHUs

I'mapokcua kanust 1 amMuj HaTpus SIBISIOTCS OCHOBHBIMHM COEIUHEHUSMU,
KOTOpBIE TMPUBOAAT K OTIICIUIEHUIO TaJoreHoBojgopona. CylmEecTBYIOT M HWHBIE
peareHTbl, KOTOpbIE€ HOCST WIEIOYHOM XapakTep. IDTO MOTYT OBbITh THUIPHIbBI
IICJIOYHBIX METAJUIOB, AQJIKOTOJISATHI, KapOOHAThl M KapOOHAThl IIEJTOYHBIX
METaJUIOB, THAPOOKUCH  IICJIIOYHO3EMENBbHBIX  METa/UIOB, a MHOrga W
METaJUIOOPTaHUYECKUE COCAVNHECHMUS.

B cmywae, Korma HCXOOHOE COCAUHEHHE SBISETCS HACBILICHHBIM,

OTHICIIJICHUC HepBOfI MOJICKYJIbl TaJIOTCHOBOAOPOAA, B PE3YJIbTATEC KOTOPOIO
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oOpa3yercss oneuHOBas JBOIHAs CBS3b, MPOTEKAET OTHOCUTENBHO JIETKO IO
CPaBHEHMIO C MOCJIETYIOIINM OTIIECIUIEHUEM BTOPON MOJIEKYJIbI TAJIOTEHOBOAOPOaA
1 00pa3oBaHUEM alleTUICHOBOrO coeiMHEeHMs. B kauecTBe nmpumMepa paccMOTpPEHO
nonyuenue stokcuaneruneHa HC=C-OC,Hs u3 1,2-mubpomatuinoBoro 3¢dupa 1
MoJsib HBI MOXKHO OTIIENUTH TUATUIAHWIMHOM, B TO BpEMS KaKk BTOPOU — TOJIBKO B
Bakyyme npu nomomu KOH.

JUtst ipoBeieHHsT JEruApOTraJlOr€HUPOBAaHUSl HAaMOOJIee YacTO HCIOJb3YIOT
THAPOOKUCH IIEJIOYHBIX METAIJIOB B pacTBOpUTENsiX M 0e3 HuX. B KkaudecTBe
pacTBOpUTENSE MPUMEHSIOT B OCHOBHOM STHJIOBBIM, METWJIOBBIA W OYTUJIOBBIN
COUPTHI, TJIUKOIb M €ro MmpocTble 3QUpbl U BOAYy. B OCHOBHOM HCHOJB3YIOT
HACBIIIEHHBIE TTPU KOMHATHOUM Temrieparype pactBopsl KOH B sTminoBom cniupre.
Peakiuu  eruaporaJoreHUpoOBaHUsl  apUITAIOreHOJE(UHOB 4YacTo TpeOyroT
JUIMTEJIBHOTO KUIISTYEHUS B MOAXOIALIEM pacTBOpUTEse. B TO ke BpeMsl ¢ Lenbro
CUHTEe3a anudaTUYeCKuX MPOU3BOAHBIX aleTUICHa BpEMEHAMU HEOOXOIMMO
MPOBOJIUTh peakiuio B aBTokiaBe npu 170 °C. JInUTenbHOCTH peakiuu
BAPBUPYETCS OT HECKOJIBKUX MUHYT JO HECKOJIBKUX YaCOB.

PactBopuTens mnpu  OPOBENCHUHM PEAKUMH  JErHApPOTraOre€HUpPOBAHUS
THJIPOOKUCSAMHU ILIEIOYHBIX METAJUIOB He oOs3areneH. s 3Tol peakuuud CTOUT
TOJIBKO HCIOJb30BaTh TBEPAYIO M30aBJICHHYIO OT BJAard TUIAPOOKHUCH LIEIOYHOIO
MeTauia. DTOT METOJl C YCIEXOM NPHUMEHSIeTCS Il CHUHTE3a aleTUICHOBBIX
7(GUPOB U3 APUIIOKCU- WIH AJIKOKCHOPOMAITHUIICHOB, K MPUMEPY, IS MOJTYYCHUS

denokcuarnernieHa u3 OpomdpenokcuamermieHa (cxema 10).

H
C 0
™
B \C/ KOH HC
H — \\C
~o

B ClIydasdax HMCIIOJIb30BaHUA PaCIlIaBOB FHI[pOOKHCCﬁ mEJI0YHBbIX MCTAJIJIOB

Cxema 10

peakiuo HeoOxoauMmo mpoBoauTh npu Temmneparype 200 °C. besBoansiii KOH
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maBuThesa pu temneparype 360 °C, mo 3Tol NpUYHHE BO3MOKHBI JIBa BapHAHTA
MPOBEJCHUS pEeaKlMK: WU HUchojb3oBaTh cMmech W3 2 4. KOH u 1 4. NaOH
(temniepatypa miasieHus 200 °C), unu no6asnsate kK KOH HeGombI0€ KOTHMYECTBO
Boabl. Ho, kak mnpaBmwio, KOH npakTtuyecku Bcerna COAEPKUT JTOCTATOYHOE
KOJIMYECTBO BJIaru U miaBuTcs npu temmeparype 200 °C.

Herunporanorenupoanue nevicteBueM NaNH; ocyiiecTBisioT B HHEPTHBIX
pactBoputensax mnpu  110-160 °C. Jlns mpoBeneHHs peakud HEOOXOIUMO
o0ecreyuTh U30bITOK TOHKOU3MEIBLYEHHOTO aMH/1a HATPHSI.

["asioreHOBOIOPOA OTIICIUIAETCS aMUJOM HATpUsi B JKUJKOM aMMHUAKE B
0c000 MSTKMX YCIOBHSIX. Peakiusi mpoBOAUTCS B HEMPHUKPBITOM COCYJE MpH
MOJIEP>KaHUHM TEMIIEpaTyphl, MPU KOTOPOM KHUIHUT aMMHAK. TakKe ATy Peaxiuio
MO>KHO ITPOBECTH B aBTOKJIABE, MOJEP/KUBAsI KOMHATHYIO TEMIIEPATYPY.

AMUJT HATPUS TPUMEHSIETCS TOJBKO IMPH MOJHOM OTCYTCTBUU Biaru. [lpu
HECOOJIIOICHUN 3TOT0 YCJIOBUSl JETHIPOraJlor€HUPOBAHUE OTYACTU MPOTEKAET U
IIPU YYaCTUU THJIPOOKKUCH HATPUS, B PE3YJIHTATE YETO MOKET MPOU30MTH MUTPALIUS
alleTUJICHOBOM CBSI3U, TaK KaK Peakilys MPOBOJAMUTCS MPU BHICOKHX TEMIIEpaTypax B
uHepTHBIX pactBoputenax. I[lo stoii mpuumne, NaNH, crexyer nonydarsb
HETIOCPEJCTBEHHO TIepea Hcmojb3oBaHueM u3 Oe3pomgHoro NH; mw Na B
npucyrctBun  FeCl; mim Fe(NOg);. Jlns mnpumepa npeicTaBicHa peakius

NoJy4YeHUs1 OyTHH-2-0J1a-4 u3 2-xJopOyTeH-2-omna (cxema 11).

Cxema 11
H HyC_ HyC_
H;C C OH  NaNH,; NH Ca NH,Cl Cx
o e Sc _oNa —» SNc_ _oH
| H, C C
Cl H, H,

YMECTHO HCIIOJIB30BAaHUE aMHJIA HATPHUS B )KUJIKOM aMMHAKE JJIsl CUHTE3a U3
JAATKOKCUXJIOpALIETANIEd Pa3IMYHbIX aJIKOKcuaueranen. Ilpm stom mpoucxomut

OTIICTIJICHHE TaJOrC€HOBOI0pOIa U criupTa (cxema 12).
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Cxema 12

(|)R
cl_ _CH _NaNH, o je=c—or
C SOR
H2

Eme omauM aeruaporaJoreHUpYIONIMM CPEICTBOM  SBISIETCS  THIPHU
HaTpusi. Ero B OCHOBHOM TMPUMEHSIOT IJsi CHUHTE3a H(GUPOB 3aMEHIEHHBIX
apWIMIPONMOJIOBBIX ~ KHCIOT U3 COOTBETCTBYIOUIMX TMPOU3BOJHBIX 0, [3-
TUOPOMIIPOTTMOHOBOW KHCIOTHI. Peakiinio HeoOX0IMMO MPOBOIUTH B OEH30IIEC B
MPUCYTCTBUH HEOOJIBIIIOTO KOJTUYECTBA AOCOIIOTHOTO CIIUPTA.

B 1885 r A.Il. CabaneeB nomnpo6oBan obpaborats CHBr=CBr muakom B
CIHUpTE, B pe3ybTaTe Yero MOMy4YMs aleTwieH u OpomaneruieH. [lo3gnee M
xe crocoboM Bocnonb3oBaics M. Hed mis momydenus: penunanerunena 3 1,2-
TUOpOM-2-(QEeHUIITHIICH.

B 1920 r. dpanmyssr M. Jlecnuo u A. ['appo BBISSBUIIH, YTO TIPHU PEaKIUU
TpeXKpaTHoro wu30bITKa (eHnuwnaMmarHuiiopomuga ¢ 1,2,3-tpubpommnporneHom
obOpaszyercss He 1,2-muOpom-3-peHmmmponeH-1, kak OHM  OXHAAIA, a
oen3manetmieH (Beixon 40 %).

B 1875 r. A.Il. CabaHeeB KOHCTAaTUPOBAJ, YTO €CJIU BO3JEHCTBOBATH Ha
CHBr,-CHBI;, pacTBOpOM THAPOKCHIA KaJIHsl, TO B KAUeCTBE OCHOBHOTO MPOJIYKTa
peakuuu oOpasyercs aleTWsIeH, TOT/la KaK OH OKHJaJl OCTaHOBKY pEakiiyd Ha
cTajauu 00pa3oBaHus TMOpOMaIIeTUIICHA.

KinoukoB B.B. u coaBropsr [50] B 1998 romy omyOJiMKoOBamu CTaThio, B
KOTOPOI OMHCHIBATM METOJ ACTUAPOOPOMUPOBAHMS TUOpOMaIieTaIei menodbio B
sraHoie. A  Mekonnen A. [51] w gpyrue  OPEeIIOKUIM  METOJ

JIEruapoOPOMUPOBAHMS AMHUIOM HATPHS B )KHIKOM aMMHAKe.
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2. PE3YJIBTATBI 1 UX OBCYXJIEHUE
2.1 Cunre3 1,3-1MOKCOLIMKIAHOB

[{uknmyeckue amneTaiyn MponaprujioroBo ajablAeruia — UEJIEBble COCTUHEHUS
— OpuTM TONIy4eHBI 1O cxemam 13, 14. B kadecTBe HMCXOAHOTO COCTUHEHUS
MCIIOJIB30BaAIM JIETKOJOCTYIHBIA U Hegoporoi akposenH 1. IlocnegoBaTenbHOCTh
CTaJdii, KOTOpble OTMEYEHbl Ha cxeMax 13, 14 ocHOBaHa Ha CIEAYIOIIMNX
MOMEHTaX:

— TPOMAPTHIIOBBIN aNbJCTHU]I SIBISETCS BeChbMa JAOWJIBHBIM COEIUHEHUEM,
KOTOPOE€ MOMEHTAJIBHO pAa3jiaraeTcsi B IIEJIOYHOW cpelie (B HEKOTOPBIX CIydasx
Pa3lIoKEHUE MOXKET COMPOBOXKAATHCSA B3PBIBOM) [36]. DTOT (hakT BBIHYXKIAET
UCKIIIOUUTH CIOCOO MPSIMOTO JEruapoOpoMupoBaHus 2,3-1uOpOMIPOTHOHOBOTO
ajmpaeruaa 2;

— MpoIIecC aleTaIn3aluu aKkpojenuHa 1 quosiaMu B KUCJION cpefie TPOTEeKaeT

¢ oOpa3oBaHHEeM OOJIBIIOTO YKCiIa MOOOYHBIX MPOAYKTOB AuMepu3anuu [2, 3].

HO-), R
Br
O Brz H\/O 3-5 Br O R
/\/ > = <>_<
Z CCly, 0°C KU-2, PhH, -H,O Br 0-), R

Br
1 2 6-8

Cxewma 13

R=H,n=0@3,6;R=H,n=14,7);
R=Me,n=1(5,8).

[IpomblllZIEHHO ~ JOCTYNHBIM — akpojienH 1  mepeBomuaun B 2,3-
TUOPOMITPOTIMOHOBBIM  aNbeTH, 2 TyTeM peakiuu OpoMUpOBaHUS B
YyeThIpexxaopucToM yriepoze (cxema 13). Bo Bpems peakiuu MoaaepKHBaiach
temneparypa 0 °C, koTopyro obecrieunBajga cCMeCh Jibjla ¢ coiblo. [lomyueHHbIN
2,3-muOpOMIPONTMOHOBBIA  QJIBIETH 2 KOHJIEHCUPOBAIM C TJIMKOJISIMH 3-D.

Peakiust karanusupoBanachk cyibokatnonutoM KY-2x8 (kucnas noHooOMeHHas
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CMOJIa) U COMPOBOXKIATACh YAAICHHEM 00pa3yIomencs B X0A¢ PEaKliy BOJIBI IPU
nomomy Hacanku Jluaa-Ctapka. B pesynbrare ObUIM TMOTY4YEHBI ITUKIUYCCKUC
areraiy 6-8 ¢ BeixomaMu ot 64 10 71 % B Buae OeCBETHBIX BSI3KUX KUIKOCTEMN.

Taxoxe Hamu ObLT IPOPaOOTaH aTbTEPHATUBHBIN BapraHT noiaydenus 2-(1,2-
TUOpoMAITILT)-1,3-THOKCOIMKIIaHOB 6-8: mpucoeIneHeHne MOJIEKYIIpHOro OpoMa
K 2-BuHWiI-1,3-nuokcanukianaM. Ho faHHas peakuus TpoTeKaeT KpaiHe
HECEJICKTUBHO, YTO OOBSICHSACTCS IMapauIeIbHBIM Pa3pyIICHHEM TeTEPOITUKIIOB.
Takum oOpa3oM, BBIXO/I IIEJIEBBIX AuOpoMalieTaneit 6-8 ne npepsimaet 30 %, a ux
BBIICIICHUE U OYHMCTKA COTIPSDKEHBI C TOTIOTHUTEIPHBIMHA TPYTHOCTSIMHU.

KimroueBast ctaausi cuHTE3a — ACruApoOpoMHpoBaHUe areraneii 6-8 (cxema
14). CormnacHo JUTEpPaTypHBIM JAaHHBIM, MPOIECC MOXET OBITh OCYIIECTBIICH IO
neiicteuem t-BUOK B Terparumpodypane [48], NaNH; B skuakom ammmake [51]
win KOH B stanosne [50]. OcHOBBIBasiCh Ha JICIICBU3HY M JOCTYITHOCTh PEare¢HTOB,

HaMU OBLIIH HN3Yy4YCHBI IBa IMOCIICAHUX BapUaHTA.

Cxewma 14
Br Oj KOH Br: :Oj Oj
Br—>_<0 MeOH, 65°C HC O :0
6 6a 9

.\
Br O n R NH3 (hq)s O n R
6_8 -(35-40)OC 9_11

R=H,n=0/(6,6a,9);R=H,n=1(7,10);
R=Me,n=1(8,11).

B nepBoMm ciydae coeauHeHue 6 oOpabaThiBajau CIHUPTOBBIM PaCTBOPOM
KOH, u nermapoO6poMupoBaHue B JaHHOM Ciy4ae IIJIO C OOJBIINM TPYAOM
(cxema 14). B kauecTBe mpuMepa: KUISTYCHHE COCIMHEHUS 6 ¢ METaHOJIHHBIM

pactBopoMm u30biTka KOH B TedeHue miectd 4acoB MPUBOJUT K OOpPa30BaHUIO
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TOJIBKO CM€CH OpOMBHHMJIBHOTO MPOM3BOJHOTO 6a M I1ENEeBOro MpOAYyKTa —
arietusieHa 9 — B cooTHomieHun 1 : 2 (MonbH.). WTak, mporecc OTHIeTIeHUs
rajioreHoBojiopoga oT coeauHeHuit 6-8 mienousto KOH B a3Ta”one mo
paccMmoTpenHoi metoauke [50] ¢ mpuemiieMoil CKOPOCTBIO MPOTEKANO TOJIBKO MpHU
temriepaTypax Bbiie 70°C 1 cOmpoBOXKIANOCH PSAOM MOOOYHBIX MPOIIECCOB, YTO
HE MTO3BOJIMJIO HaM TOJIY4YUTh HeseBble aneranu 9—-11 ¢ Berxomom 6ostee 25 %.

Brtopoit paccMoTpeHHBI HaMU CIOCO0 MOMYyYEHUsS IEJIEBBIX MPOIYKTOB —
JIerupoOpOMUPOBAHUE aMUJIOM HATpUs B KUJIKOM ammuake. Ha nuOpomuab 6-8
neiicTBoBau M30BITKOM cycrien3ud. [Ipu nelictBum Ha nuOpomuabl 6—8 M30bITKA
cyciensun NaNH, B xuakoMm ammuake, coOnrofasi mpu 3TOM TEMIIEpaTypy -
(40+35°C) mno  paccmoTtpeHHoW — Mmeromuke  [48]  ObuTM  MOJYYCHBI
YAOBIECTBOPUTEIbHBIE PE3YIbTAThI. Peakius 3aBepmmnack 3a 2,53 yaca, U BbIXO]
MUKIMYECKHUX aleTalell MponapruiaoBoro anbjaeruaa 9—11, nonydeHHbIX B UTOTE,
cocrasisut 45-60 %.

[lonyyenne  LMKIMYECKMX  aleTaledl  MpoNmapruiioBOro  ajlbJeruaa
IPEI0KEHHBIM METOJIOM SIBJISIETCS] BEChbMa YJJOOHBIM UM NMPOCTHIM IIPU peain3auu
B J1a00paTOpHBIX YCHOBUSAX. CHHTE3UPOBAHHBIE COEAMHEHMS BBIJIEISAIOTCS C
BBICOKMMHU BBbIXOJaMH. B poJIM MCXOOHBIX pEareéHTOB NMPUMEHSIOTCS HEAOPOrue
JETKOJIOCTYNHBIE pEaKkTHBBl. B wWrTOre, amerajd, KOTOpbIE IOJBEPrarOTCs
MCCJIEIOBAHUIO B paMKaxX JaHHOW JuccepTalii, MOXHO OTHECTH K MpernapaTUBHO
JOCTYITHBIM.

CTpyKTypa ¥ COCTaB MOJYYEHHBIX UKIMYECKUX alleTajell MponapruioBOro
anbleruia JOKa3aHbl C TOMOUIBI0O METOJIOB XPOMATO-MacC-CIEKTPOCKOMUN
(tabmnma 4) u SIMP crextpamu Ha siapax “H, °C (puc. 2, 3).

B cnektpax SIMP 'H coenmnennii 9—11 mpHCYTCTBYIOT CHHIJICThI POTOHA
npu  TpouHOM cBs3u  (2.5-2.6 M.m.), a Takke mnpu arome C-2 13-
JTMOKCOITMKIIAaHOBOTO (parmMeHTa (5.4—5.9 M.J1.), CUTHAIBI OCTAIBHBIX MPOTOHOB B
1UKJIe pacnoJsiaratotcss B obsnactu 3.7-4.2 m.a. B cnekrpax SAMP BC umerorca
CUTHAJIBI OKoJI0 73 u 80 M.A., XapaKTepHbIE JJI1 STUHWUIBHOW TPYIIIbI, a TaKXKe

CUTHaJIbI aTOMOB yrJiepoja mukia (okono 64 m.a. mist coenuneHut 9—11 u okoso
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25 m.a. mis quokcanoB 10 u 11). Curnan atroma C-2 1mukia cMenieH B ciadoe mose

(89-92 Mm.m.) 3a cyUeT aKIENTOPHOIO BIIMSHUS aTOMOB KHCIIOPOJa, a TaKxkKe

OTHHUIIBHOT'O 3aMCCTUTCIIA. CHCKTp COCIMHCHUA 11 COACPKUT JABa CUTHAJIA IIPpHU

22.3 1 22.6 M.1., COOTBETCTBYIOIIUX IKBATOPUAIBHONW U aKCHAIbHOW METHIJIbHBIM

rpynmam.

Tabnuua 4 — Macc-ciekTpaibHble XapakTepucTuku coeannenuit 10-11

Coennuenue

Macc-crexrp, m/z (I, %)

-

O

31.00 (13.40), 38.00 (14.64), 39.00 (43.04), 41.00 (13.32),
42.00 (23.62), 43.00 (7.18), 53.00 (82.04), 54.00 (66.45),
55.00 (94.93), 56.00 (5.34), 57.00 (14.96), 69.00 (6.46), 71.00
(14.07), 81.00 (44.38), 82.00 (10.03), 83.00 (6.90), 84.00
(8.36), 86.00 (31.31), 111.05 (100.00), 112.05 (15.43) .

39.00 (9.12), 41.00 (33.08), 53.00 (6.08), 55.00 (11.32),
56.05 (100.00), 57.05 (8.24), 95.05 (20.92) .
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Pucynok 1 — Macc-cniektp 2-3trHmi-1,3-1uokcana
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Pucynok 2 — Criextp IMP 'H 2-5tunni-1,3-1uokconana
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Ta6muma 5 — Jlanubie SIMP crieKTpoB M BBIXOJIbI CHHTE3UPOBAHHBIX alleTajei MponaprujioBOTro ajlbaeruaa

NQ 1 13
Coenunenue H C Brixon %
COCAUHCHUA
2.54 ¢ (1Hauermen), 3.77-3.88 M (4H, H*?), L5 ,
9 — \ 63.9 (C*°), 73.3 (HC=C), 79.1 (HC=C), 91.9 (C?) 41
- 5.46 ¢ (1H, H?)
0 1.58-1.68 M (1H, H*®*?) 1.73-1.90 m (1H|
L0 H>@)), 2.60 ¢ (1Hauermen), 254 (C°), 64.6 (C*®, 74.0 (HC=C), 783 5
< 3.73-3.82 M (2H, H*®), 4.09-4.18 m (2H,(HC=C), 89.8 (C?
O H*®), 5.86 ¢ (1H, H)
0.95 ¢ (3H, Me™), 1.04 ¢ (3H, Me®), 2.59 d
" O Me  (Huensen), 343 1 (2H, Juul1.2 T, H*)P2.3 (Me), 22.6 (Me™), 30.5 (C°), 68.2 (C*), 10
= 3.78 1 (2H, Jyul1.2 T, H*®), 5.34 ¢ (1H/[74.0 (HC=C), 78.3 (HC=C), 89.8 (C?)
O Me quuokc.)
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2.2 CuHTe3 H30KCA30JIbHBIX U TMHPA30JbHBIX MPOU3BOAHBIX 1,3-
JTMOKCOLMKJIAHOB

Mpb1  BoBnekiau ankuH-1,3-muokcarmukianel 9, 10 B peaknmio 1,3-
JUTIOJISIPHOTO IUKJIONPUCOCIUHEHUS ¢ apUIHUTPUIIOKCHIAMH, TCHEPUPYEMBIMH 1N
SitU 13 COOTBETCTBYIOMIMX OCH3TMIPOKCHMOMIXJIOPHIOB 12 n 13 B THOKCAaHOBOM

pacTBope Ipu KOMHATHOU Temrieparype (cxema 15).

Cxema 15
Ar
ArC(C=-NOH &N
O
9.10 12,13 _ W
Et;N O
1,4-dioxane "

14,15
Ar = p-Cl (12), Ar = p-MeO (13), Ar = p-Cl, n =0 (14); Ar = p-MeO, n =1 (15).

[Ipucoenunenue 4-x10phHEHUTHUTPUWIOKCHA K AIKUHY 9 MPOUCXOAUIIO
PETHOCETIEKTUBHO, B PE3YJIBTATE YeTO OBUIM TOJYyYEHBI OSCIIBETHBIE KPUCTAIIBI 3-
(4-xmopdennn)-5-(1,3-nuokconan-2-mn)uzokcazona 14 ¢ Beixogom 70 %.
BzaumopeiictBue 4-meTokcubeHUITHUTPpIIOKCH A ¢ ankuHoM 10 mpuBeso Kk cMecu
4- u 5-3aMenIeHHBIX M30KCa30JioB 15. Bo Bcex cilydasix IUKIONPUCOEAMHEHUE
COIIPOBOXKAJIOCHh JIUMEpH3alMel HUTPUIOKCUIOB, OJHAKO, 1Mo JaHHbIM ['X-MC,

coJiep>KaHue rpuMmeced (ypoKCaHOB B LIeJIEBbIX MpoaykTax 14, 15 He mpeBblano

3-5 %.
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Ta6muna 6 — Jlanubie SIMP crieKTpoB M BBIXO/IbI, CHHTE3UPOBAHHBIX H30KCA30JI0B

Ne
COemnHE Coennnenue H Bc Brixon %
HUA
Cl
4.07-4.19 M (4H, H* o), 6.12 ¢ (1H, i5 ,
o 65.5 (C* o), 96.5 (Cluoc), 100.5
14 JIMOKC. /1 \ (C4u301<c.)a 70
6.61 ¢ (1H, H* orc), 7.44 1 (2H, Jyy 8.80 T,
=N 128.2, 129.3,129.6, 136.2, 161.2, 170.0
O N\ l HapOM.)a7~74 Pl (2H3 JHH 8.44 ru) HapOM.)
WO
J
H;C—( 1.51 1 (1H, H°, Jyy 13.8Tw), 2.17-2.35 M (1H,
H®), 3.85 ¢ (3H, MeO), 4.01 T (2H, H*®, Juit 25.6(C°poxe), 55.4 (MeO), 67.3(C*® oe),
11.6 Tw), 4.29 nn (2H, H*®, Jyy 11.4, 4.0 Tw), 95.0 (CHE=avew. wonep) = ), 95.7(CHE e
15 574 ¢ (H2(5—3a.ueu4. u3o,wep))’ 6.64 ¢ (H2(4—3aM@u4. u30Mep)mOKc'), 99.9((:2(4-3[1/%6144. u30Mep)HMOKC.)’ 70
SN | e 697 1 (2H, Hapow, Jun8.3Tm), 7.28 ¢ 114.4(Capoy), 114.5(CHE7wres: womep) ),

(1H, Husoxe), 748 ¢ (1H, Hysoc), 7.75 1 (2H,
Hap(,M., ‘JHH 8.4 FH)

121.39 (Capow)s 128.29 (Caponr).
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Pucynok 4 — Crextp IMP °C 3-(4-Xnopdennn)-5-(1,3-11oKkcomaH-2-AIT)H30Kca30
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Ta6J'II/ILIa 7 - TeMnepaTypr IUIaBJICHUA, JaHHBIC JJICMCHTHOI'O aHajm3a

coenunenui 14, 15

Ar

% b
OY
<O
(6
n

No Ar n Haiineno, % BpytTo T °C
Boruucneno, % dbopmyna
C H
14 p-Cl 0 57.10 4.12 C12H10CINO; 73-75
57.27 4.01
15 | p-MeO 1 64,18 584 C14H1sNO, 54-56
64,36 5,79
brio OCYIIECTBIICHO PErHoCeNneKTUBHOE UKJIOTIPUCOSTUHEHUE

nuazomerana Kk ankumHaMm 10 m 11 (48 49, 5-7°C) (cxema 16). B pesynbrate ¢
Bbixogamu 81 % u 66 % ObLIM MMOJTy4YeHbI HHAUBHUAYaIbHbIE 4-(1,3-1HOKCOIUKIaH-

2-un)nupaszonsl 16 u 17.

CH,N, N= O R
10,11 - >—< }<
Et,0, 0-5°C~ HN O R
16,17
R = H (16), R = Me (17).

Cxewma 16

Hx ctpoenune noareepxkacHo cnekrpamu AMP 'H: B obmactu pe3oHaHca
MUPA30JIbHBIX MPOTOHOB MPUCYTCTBOBAJ JIMIIL OJWH CHUHIJIET OKOJO 7.7 M.K.,
COOTBETCTBYIOIIUM MarHUTHO-3KBUBAJIEHTHBIM aTOMaM Hu H°. B crekrpax SMP
B3C aromsr yIIepo/ia, CBSI3aHHBIE C TUMHU MPOTOHAMH, PE30HUPOBAIN B 00JACTH

132 m.1. JlanHbIe npeicTaBICHBI B TAOIMIIE 8 ¥ HA pUCYHKaX S5-7.
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Ta6muma 8 — Jlanubie IMP crieKTpoOB M BBIXO/IbI, CHHTE3UPOBAHHBIX IMUPA30JIOB

oS
HN Y4 O Me

2\]HHIO-8 FH, HuHch.4Y6)1 551 C (lHa HZ}.’H/IOKC.

7.69 ¢ (2H, Hupas>°), 10.92 ¢ (1H, NH).

(2Cpas.>).

Ne
COeINHE Coennnenue 'H Bc Brixon %
Hus
1.36-1.50 M (1H, Huow"), 2.05-2.35 M (1
N/ O 5 4.6 5 4,6 2
" | Huore.”), 3.87-4.05 M (2H, Hypoe ), 4.12-4.3 25.7 (C°), 67.1 (2C*%), 96.9 (C?), 120 .
HN—/ 0 M (H, Huow™®), 5.60 ¢ (1H, H2yoe), 764 | (Compss®), 131.7 (2Cupas>®).
(2H, H*®pas), 9.91 ¢ (1H, NH).
0.79 ¢ (3H, Me*), 1.27 ¢ (3H, Me™), 3.60 . N .
17 ) i6 21.9 (Me®™), 23.0 (Me™), 30.2 (C°), 77
(2H, 2Ju10.8 Tnu, Hyee ), 373 1 Q2§ . , )
(2C*%), 96.7 (C?), 120.5 (Copas.’), 131 66
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Pucynok 5 — Macc-cniextp 4-(1,3-/Inokcan-2-mn)-1H-nupazon
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Pucynok 6 — Crextp IMP 'H 4-(1,3-Iuokcan-2-mn)-1H-mupasorn
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Pucynok 7 — Crextp SIMP *°C 4-(1,3-Tnokcan-2

44
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Ta6J'II/IHa 9 -— TeMnepaTypr IUIaBJICHUA, JAaHHBIC JJICMCHTHOI'O aHajIm3a

coenuHenuii 16, 17

20—~

Ne R Haiineno, % BbpytTo T, °C
Beruucneno, % dopmyna
C H
16 H 54.33 6.58 C7H10N20; 98-100
54.54 6.54
17 Me 59.60 7.55 CyH14N,0, 160-161
59.32 7.74

AnleTanu aHAJOTUYHBIX TETEPOLUUKIMYECKUX allbJICTHIOB paHee ObLIH
MOJIYYEeHBI, UCXOJs W3 ajkui- Jubo (enwnaneruneHoB [44, 52]. OgHako 3TOT

MOJIXOJ1 JIJISl CHHTE3a MPOIAPTHIIOBBIX CTPYKTYp 9—11 okazancs HEempUTroaHbIM.
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3. PACCYUETHO-TEXHUYECKA S HACTb
3.1 Onucanue nporuecca

OcHOBBIBasICb ~ Ha  JKCIIEPUMEHTAJbHBIE  JaHHBIE  JTAOOPATOPHBIX
WCCJICIOBAHNM, TEXHOJOTUS TOJYyYCHUS 2-dTHUHWIAHNOKCOIMKIAHOB OyneT
BKJIIOYATh TPU OCHOBHBIX 3Tana MEPUOAUYECKOr0 TEXHOJIOTHYECKOTO Mpolecca.
[lepBblii 3Tam — OpoMUpOBaHME aKpoJieMHa, TMPOILECC KOTOPOro OMUCaH

JI.O. UInatigmanom [49].
Br

Br, Hvo
0 . P
/
ZT T, 0°C

Br
1 2

Bropoii stan — koHzeHcanus 2,3-TUOpOMITPONMOHOBBIN anpaeruaa 2 c

HO-), R
Br
Br O
3-5 R
Hvo - J—<
KU-2, PhH, -H,O Br 0-), R

Br
2 6-8

[JIMKOJISIMU 3-5.

R=H,n=0@3,6);R=H,n=1M4,7);R=Me,n=1 (5, 8).

Tabmuma 10 — TexHonorudeckas kapta cuHte3a 2-(1,2-aubpomatiin)-1,3-
JTMOKCOITUKIIAHOB

No HaumenoBanue onepauun Temneparypnsrii pexum, °C
1 | 3arpy3ka 2,3-1uOpoMIIPONTMOHOBOTO ajbJeTruaa 20-25

2 3arpy3Ka 3TUJIEHTJIUKOISA 20-25

3 3arpy3ka OeH3oza 20-25

4 3arpy3ka cynbdpokatnonuTa KY-2x8 20-25
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[Tponomkenne Tabnuipt 10

[lepememmBanue 10 NPEKPALIEHNS] OTTOHKH

) 78-83
BOJIbI
OTtaeneHne KaTHOHUTA MTOCPEICTBOM
6 20-25
(uIbTPOBaHUSA
7 OTronka pacTBOpHUTENS B BAKyyMe 50-60
8 [Teperonka B BakyyMme 50-60

Tperuit sTan — aerumapoOpoMHupoBaHue areraied 6—-8 no 2-stunmi-13,3-

IMOKCcOoIMKiIanoB 9-11.

Br O R NaNH, O R
Brﬂo;& NH; (ig), O%R
6

-(35-40)°C
-8 9-11

R=H,n=0(6,9);R=H,n=1(7,10); R=Me,n=1 (8, 11).

Tabmuma 11 — TexHonorudeckas Kapra CHHTE3a 2-3THHII-1,3-IMOKCAITUKIIaHOB

No HanmenoBanue onepannu TemmeparypHLIt
pexum, °C
1 3arpys3ka amujia HaTpust 20-25
2 | JosupoBka nubpomuaa, nepemennBanue 30 MuH. -(35+40)
3 [TepememmBanue 2 u. -(35+40)
4 Jlosuposka kpuctamumeckoro NH,CI 20-25
5 V nanenue aMmMuaka 20-25
6 Jlo3uposka EtOH 20-25
7 Jlo3upoBKa BOAbBI 20-25
8 DKCTpakus NETPOJIECHHBIM 2PUPOM 20-25
9 Otrouka >¢upa 44-45
10 [leperonka B Bakyyme 30-40
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[IpyHuunuanbHast  TEXHOJOTMYECKass CXema  ITOJy4eHHsl  aleTaieu
AIICTUICHOBBIX AJIBJCTUAOB pabOTaeT MO MEePHOANYECKOMY TpuHIMMIy (puc. 8).
HeobxoaumMo TNOMYEpKHYTh, YTO JAHHBIA TEXHOJOTMYECKUN BapUaHT SIBISETCA
YHHUBEpPCAJbHBIM M MOXET HCIONb30BAThCS JJIA CHHTE3a JIOOBIX COEIWHEHUH,
MOJIyYeHHBIX TAKUM 00pa3oM.

B smanmupoBanHoM  peaktope 3  TrOTOBAT pacTtBop Opoma B
YETBIPEXXJIOPUCTOM YIIIEPOJE, KOTOPHIE ITOCTYNAKOT U3 MEPHUKOB | u 2. PeakTtop
3 u peaktop 6 pacnonararoTcs Ipyr noja ApyroM. PeakTop 2 mpegHa3HadeH s
npoBeneHust OpomupoBanus. 113 MepHUKOB 4 U 5 B HEro MOCTYNAOT aKPOJIEHH U
CBE)KETIEPETHAHHBIM YETBIPEXXJIOPUCTBIA YIIEpPOJ B COOTHOWIEHMHM 5 : 1 1o
OTHOILIEHUIO K aKpoJeuHy. [l oxnakaeHus akposienHa 1o reMneparypsl 2-3 °C B
«pyOalky» peakTopa BBOAAT paccoi. lIpouecc OpoMupoBaHHs MPOTEKAET IpPH
nojaepxanun temreparypsl 5 °C W mpu HEnpephlBHOM IepeMelnuBaHuu. B
peakTop MOCTYNaeT pacyeTHOE KOJMYECTBO pacTBopa Opoma u3 peaktopa. [anee
pEaklMOHHAs CMECh NOCTYNAeT B AUCTWUIATOP 7, TJ€ MPOUCXOAMT OTIOHKA
yeTbIpexxyiopuctoro yriuepona. [lapel xoHneHcupyrorcs B aeduermarope 8, a
3aTeM B KOHJeHcaTtope 9. UeThIpexXJIOPUCTHIN YIiaeposl cOOMpaeTcsi B COOPHUKE
10, a B cOopuuk 11 otronsercs 2,3-muOpoMIponuoHOBbIN anbaerua. [Ipu stom
cobuparoT (pakiuio, koropas kunut npu temrneparype 90 °C u ocraTouHOM
JABJICHUH 24 MM PT. CT.

Hacocom 12 2,3-n1mOpoMIponuoHOBBIN  anmpiaeruy u3 cOopHuka 11
nocrynmaetr B MepHUK 15. B peakrop 16 mnpoucxomur 3arpyska 2,3-
JUOPOMITPONTIMOHOBOTO albjeruaa (U3 MepHuKa 15), STHIeHrIUKOs (U3 MEpHHKA
14), 6enzona (u3 mepHuka 13) W pacueTHoe KoaudecTBO KaTmoHuTa KVY-2x8.
Peaktop 16 HarpeBaetcst 10 Temmepatrypsl 78-83 °C, B pe3ynbraTe uero Bojaa u
OEH30J1 uCHapsAITCs U MOCTYNaT B KoHAeHcaTtop 20, OTKyJa cMech coOupaeTcs B
orcToiiHMKEe 21 W pacciaamBaeTcs Ha CIOM BOAbl M OcH30ja. Peakius

Ipoa0IZKACTCA A0 NPCKpalCHUA OTTOHKHW BOABI. KOHTpOJ'IB OCYHICCTBIIACTCA UCPC3
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e
s P

Pucynoxk 8 — [IpuHIunuansHas TEXHOJIOTHYECKAs] CXEMA MPOU3BOJICTBA ALETANICH MPOMAPTHIIOBOTO allbJIETUIA

1,2,4,5,13, 14, 15, 29, 30, 31, 32 — mepuukwy; 3, 6, 16, 33 — peakTopsl; 7 — AUCTUILIATOD; 8 — Aedermarop;
10, 11, 18, 25, 26, 27, 39, 40, 41 — coopuuky; 9, 20, 24, 38 — kornencatopsr; 12, 19, 28, 36 — nacocsr; 17 — ¢punbtp; 21, 34 — OTCTONHUK;

22, 35 — cmotpoBoe ctekio; 23, 37 — TeTUI00OMEHHBIN amnmapar.
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cMOTpoBoe crekiio 22. [locne nmpekpalleHus OTTOHKH BOAa CIMBaeTcs, a OeH30I1
BO3Bpamaerca B peakrop 16. Ilocne 3aBepuieHUs] peakuuu CMECh MOCTYIAeT Ha
bunetp 17 mns unbrpoBanus. OuibTpar, OTAEICHHBIM OT CylIb(OKATHOHUTA,
cobupaercst B coopHuke 18, mocne dyero HacocoMm 19 HampaBiisieTcs MOBTOPHO B
peaktop 16, bunetp 17 u cOopruk 18. dunbsTpar U3 cOopHuka 18 mocrymaer B
TEIJI000MEHHBIN anmapar 23, rje IpOUCXOIUT €ro HarpeBaHue U OTroHKa OeH30J1a
B Bakyyme. llapsl KOHIEHcHpYIOTCS B KOHAeHcaTope 24 u coOuparoTcs B
coopuuku. B cOopHuke 25 cobupaercs O6eH301, B cOOpHUKE 26 — TPEAroH, B
coopHuke 27 — 1eneBoM MNpoaykT — pguOpomarertanb. M3 cOopuuka 27
nuOpoMarieTaib HacocoM 28 moaeTcsi B MEPHHUK 29.

B peaxtop 33 3arpyxkaercs pactBop amujaa Hatpus u3 mepHuka 30, mocie
YEero B peakTop HEOOIBIIUMU MOPIUAMH 100aBIEeTCS AUOPOMUJT U3 MEpHUKaA 29.
Temmeparypa B peaktope mnpu 3ToM mnomaepxuBaercs -(35+40) °C 3a cuer
xJiagareHTa. Peakuus nnmutcs 2 dvaca, mocie 4ero B peaktop 33 poOasisiercs
XJopua aMMoHus. Jlanee mpoucXoIuT OTTOHKAa aMMHUaka Ha perenepauuto. [locrue
OTTOHKM aMMHaka B peaktop 33 moOaBisieTcs 3TaHON U3 MepHuka 31, a 3aTem
BOJa, B pe3yibTaTe Yero MPOMCXOAUT PAaCTBOpPEHHE 0Opa3zoBaBIIMXCS coiied. U3
MepHuKa 32 B peakTop 33 MOCTymaeT nerpoJieiHbiil 2¢gup. PeakimonHas cmech
MEePEeMENINBACTCS U CIMBAETCS B OTCTOMHUK 34, B KOTOPOM TMPOUCXOJUT
paccioeHre Ha HKCTPaKT M BOJHYIO 4acTb. KOHTpoOJIb oOCyIIECTBISETCS MNpuU
MOMOIIIM CMOTPOBOTO CTeKJIa. BogHas yacTh ciMBaeTcsi, a HKCTpaKT HacocoM 36
HaIpaBJIsETCS Ha MOBTOPHYIO SKCTPAKITUIO B peakTop 33, rie MPOUCXOIUT BHOBb
MEepEeMENIMBAHNE, CMECh CIIMBAETCS B OTCTOMHUK 34 M pacciamBaerca. Boanas
YacTh CIIMBACTCS, a DKCTPAKT TMOCTyMaeT B TEIIOOOMEHHBINM ammapar 37 s
OTroHKHM 3¢upa. B anmapare nmpoucxoauT HarpeBaHue CMECH, Taphl MOCTYIAIOT B
KoHsieHcaTop 38, a¢up cobupaercs B cOopuHuke 39. OcraTok meperoHsercs B

Bakyyme. [Ipenron codupaetcs B coopuuke 40, rieneBas aneranb — B cOopauke 41.
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3.2 XapakTepuCTHKa UCTIONb3yEeMOTO ChIPhS

AKpoJieuH (TIporieH-2-alib) — OecIBEeTHas JIETKOJIETy4as CJIe30TOUMBAas
KHUIKOCTh, OOJiafaromasi  ocTpeiM  3amaxoM. [IpomsBogurens  Aldrich.

BricokoTOoKkcHMYeH, 0COOEHHO OmacHbl ero mapel. MossipHass macca — 56,0633 =+
0,003 r/mounb. TemnepaTypa miaBiaeHus coctaBiseT -7/8 °C, Temreparypa KUIICHUS
— 52,7 °C. InorHocts 0,843 T/cM°. AKpPOICHH YaCTHIHO PACTBOPHM B BOJE.

Bpom — npu HOpMaTBHBIX YCIOBUSX MPEICTABISIECT COOON TKETYIO €IKYIO
XKHUIKOCTh KPAaCHO-0yporo 1BeTa, 00JIaJaI0NTyI0 PE3KUM HEMPUSITHBIM «TSIKEITBIM)
3amaxoM, KOTOPBIM OTJAJICHHO HAIOMUHAET 3amax nona. Anosut. [Ipun nonaganumn
Ha KOXY BbI3bIBaeT 0koru. [IpousBoactBo «fOrpeaktuBy. [lnotHocTs Opoma npu
0°C 3,19 /e, Temrmieparypa 1miaBieHus coctaisier -7,2 °C, kunenus — 58,6 °C.
[Ipn kunenun OpoM mpeoOpazyeTcs U3 KUIAKOCTU B OypO-KOPUYHEBBIE Maphl,
KOTOpbIE TIpH TIOMAJIaHUM B JIbIXaTeNIbHbIE IIyTH BBI3BIBAIOT pa3pakeHUE.
Momnsipaas macca — 159,8 r/mous.

TerpaxsiopMeTan (YETHIPEXXJIOPUCTHIN YIJIEpO]) — MPEIACTaBIIET COOOM
OCCIIBETHYIO TSDKETyH KUAKOCTh. [lo 3amaxy TerpaxiiopMeTaH HalOMHHAET
xjopodopM. SIBISETCS HErOpPIOYMM BEIIECTBOM, HEPACTBOPHUMBIM B BOJE, HO
CMENIMBAIOMIUMCS ~ C  OOJIBIIMHCTBOM  OPTraHUYECKHX  PacTBOpPUTEIEH.
[TpousBonactBo «kOrpeaktuB». Momspuas macca — 153,82 r/mons. IlnorHOCTh —
1,5954 r/cm®. Temmeparypa mpasieHusi cocraBmsier -22,87 °C, KumeHus —
76,75 °C.

Benzon — OecuBeTHas JKMJAKOCTh, oOsajmaromias  crenupuueckum
ciankoBaThiM pe3kuM 3amaxom. [IpousBonutens «CUBYP-nedrexum». ['openune
COMPOBOXKaeTcss KomoThio. [Ipm KOHTakTe OpoMa ¢ BO3AYyXOM O0O0pa3yrOTCs
B3PBIBOOTIACHBIC CMECH. JIETKO MPOUCXOANUT CMEIIMBaHUE ¢ d(UpaMH, a TaKKe C
OCH3WHOM U TIPOYMMU OpTaHMYECKUMH pacTBoputessiMu. C Bosoit Opom obpasyer
a3eoTporHyto cmech. PactBopumocts B Boze 1,79 r/n (mpu 25 °C). MomnspHas
macca 78,11 r/monb. Temneparypa mnpasnenust 5,5 °C, xunenus — 80,1 °C.

3
[Tnotrocts — 0,879 1/cm”. TokcudeH, KaHIIEPOTEHEH, KOHTAMUHAHT.
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AMUJ HATPHUS — KPUCTAJUIBI OEJIOTO 1BETA, KOTOPBIE PEarupyroT C BOIOM.
[Tpoussoactro Verified, Kurait. Monspras macca — 39,013 r/moins. Temmeparypa
npaBiieHust coctapisieT 210 °C, kunenust — 500°C. ITnotnocts — 1,39 r/em’,

AKuakuii ammuak NH; Takke Ha3bIBalOT aMMHAKOM KHIKAM O€3BOIHBIM,
aMMHMAKOM CXKIDKCHHBIM, OXJIQKJICHHBIM aMMHUaKoM. I[Ipon3BOACTBO «AKpPOHY.
Bremne npencraBiseT co0oi OECIBETHYIO JIETKOJETYUYIO YKUJKOCTh C PE3KUM
3amaxoM, XapakTepHbIM sl aMMuaka. CUIbHO TpeoMIIieT cBeT. TemmepaTypa
npaBiieHust cocrapisier -/7,7 °C, kunenus — -33,35 °C. IImOTHOCTH >XHAKOTO
amMmuaka — 0,6814 /e, Kunkuii aMmMuak mpakTHUE€CKH HECOCOOEH MPOBOJIUTH
MEKTPUYCCKUN  TOK. SIBIsSETCSs XOpPOImIMM  PACTBOPUTEIEM JUII  MHOTHX
OpraHUYeCKUX W HEOpraHWYeCcKuxX coeauHeHui. MomspHas macca — 17 1/MOJb.
JI1st TPaHCTIOPTUPOBKH JKUIKOTO aMMHaKa MCTIOIB3YIOT CTICIIHATbHBIC aMMHAYHBIC
YKEJIe3HOIOPOKHBIC M aBTOMOOHMJILHBIE IIMCTEPHBI, CTAIbHBIC OAJNIOHBI, TAHKEPHI, a
TaKke TPyOOIpoBoI. XPaHUTh KUIKUM aMMHUaK MOJIOKEHO:

o B pe3epByapax moJa H30bITOYHBIM JaBiieHueMm g0 2,0 Mlla
BKJIFOYHUTEIBLHO 0€3 OTBOJIa aMMHAKa;

o B pe3epByapax TmoJa u30BITOYHBIM JaBieHueMm g0 1,0 Mlla
BKJIFOYMTEIIGHO C OTBOJAOM aMMHAaKa, WCHApSIONIETOCS OT TEIUIONMPUTOKA.
Wcmapsromuiicss aMMUaK BBIAACTCS IOTPEOMTENIO, WM K€ IOJBEpracrTcs
KOMIPUMHUPBAHUIO, a 3aTEM KOHJICHCAIIMHM M BO3BPATy aMMHaKa B Pe3epByap;

° B HM30TCPMHUYCCKHX pe3epByapax IO JaBIICHUEM, OJU3KUM K
aTMOC(EPHOMY, C OTBOJOM HCHAPSIOIICTOCS aMMHaKa. Vcnapsrouuiics aMMHaK
BBIJIACTCS TMOTPEOUTETIO0, WM JKE TIOJBEPraeTcs KOMIPUMHPBAHUIO, a 3aTeM

KOHJICHCAIlMU U BO3BpaTy aMMHaKa B pe3epByap.

3.3 Pacuér maTtepuansHOTO Oaanca

B pesynbraTe mabopaTOpHBIX HCCIAEAOBAHWM HAMHU OBLIM TOJYyYEHBI 2-
stunni-1,3-auokconan 9 ¢ Beixogom 41 %, 2-stunnn-1,3-guokcan 10 ¢ BeIxogom

55 % u 5,5-mumetnn-2->tuHmi-1,3-quokcan 11 ¢ Beixogom 40 %. OCHOBBIBasICh
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HAa HAWOOJBIMUN TPAKTUYECKUN BBIXOJ IIEJIEBOTO TPOAYKTA, pPacCuuTaeM
MaTepHaNbHBIA OalaHC Tporecca moiaydeHus 2-3tuHui-1,3-muokcan 10, BbIxOn
KOTOpOro siBisierca HaumbOonbmuM (55 %). ns storo oOpaTuMmcsi K JaHHBIM,
MOJIYYCHHBIM ~ DKCIIEPUMEHTAILHO B  XONe JIA0OpAaTOPHBIX HCCIICTOBAHUM.
M3BecTHBIC TaHHBIC BHECEM B Tabmuiry 12.
N0y e
Br O NH; (liq.), o
7 10

~(35-40)°C

Tabmuua 12 — VcxoaHble JaHHBIE Ui pacyeTa MaTepUalibHOTO OajlaHca peakuuu

noxy4yeHus 2-3tuHmi-1,3-nuokcana 10

BemectBo Macca, 2
AMun HaTpus 18,33
Kunkuit ammuak 05
CocTaB ChIpbA, 2 2-(1,2-Tu6pomorim)-1,3-xuoKcan 185
XJ10pH1 aMMOHHS 21
Bona 600
[Terponeitusiii 3¢up 195
Hroro: 1029.36

Jlamee mpoBeAeM pacdeT J0JM  KaXJIO0ro OTIEJIbHOTO KOMIIOHEHTa
peakoHHO Macchl. OO0myr0 Maccy cMmecu Bo3bMeM 3a 100 %. MaccoBast mosis

Ka)XJIOTO KOMITIOHEHTa MOXET OBITh paccunTaHa o gopmyse 1:

a)KOMHOHeHTa = mx XlOO = % (1)1
2.m,
" _18,33x100 _ ) 744,
Amuonampus 1029’ 36 1
_ 95x100 9 23%

) N —
JKuoxkutiammuax 1 02 9 ’ 3 6
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18,5x100
@ —

2— 1,2- Juépomdmun —1,3—0uokcan - 1029 36
)

=1,8%

21x100
® = = 2,04%
Xnopuoammonus 1029’ 3 6 0
o _B00x100 o o0
Booa 1029’ 36 '
~195x100 _18,94%

D emporeimviiisgup — m

[Io pe3ynpTaTam Ta30BOM XpoMaTorpaguu B PEAKIMOHHOW CMecU
IPUCYTCTBYET LIEJIEBOM NPOAYKT U HE UJIEHTU(UIIMPOBaHHbIE TpuMecH. Mcxons u3
3TOTO, PACCUYUTAEM KOJIMYECTBO 2-3TUHUI-1,3-1M0KCcaHa, KOTOpoe 00pa3oBaioch B
pe3yJIbTaTe pEeaKInH.

PaccunTaem KOJIM4YECTBO BCIICCTBA N3HAYAJIBHOI'O III/I6pOMI/II[a:

~18,5x1000

Jubpomuoa ~ 2731 95 = 67; 53mmons

Paccuntaem TeopeTnueckuii BBIXOI 2-3THHIII-1,3-AroKCcaHa:

_ 67,53x112,13

mzfamumm*l,sz)uorccaH - 1000

=17,572

[To uroram wuccienoBaHuii, MPOBEJACHHBIX B JIa0OpaTOpUU, B PE3yibTaTe
Obi0 BbimenieHo 4,1 T 1eneBoro MmpoaykTa, 4TO cocraBiusier 55 % ot
OIPEJEIICHHOTO paHEe TEOPETUYECKOTO BBIXO/A.

Ha nonto ocraBmimxcss He WACHTU(PUUUMPOBAHHBIX MOOOYHBIX MPOAYKTOB
npuxoaurcs 132,5 r.

PaccuntaeM mMaccoByrO JOJIIO KaXJI0rO0 KOMIOHEHTA PEaKlUU MOJIyYeHUs 2-

TUHUI-1,3-TMOoKCaHa I CTaThU pacxoa.

4,1x100
2—omunun—1,3-0uokcan 1029, 36 0
} _132,5x100 _ ), g7qp

TloGounbIe MPOXYKTEl 1029, 36

» ~95x100 _9.23%
Ammuareas 1029, 36 '
_600x100 _ o 00

Pors = 1029 36
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~ 195x100

Crtamposcimsiotr = 7059 36 18,94%
Tabmuma 13 — MarepuanpHblii OamaHc mporecca MOdydeHusl 2-3TuHuI-1,3-
nuokcana 10
[Ipuxon Pacxon
BemtectBo m, 2 o, % BemtectBo m, 2 ®, %
Amuj HaTpus 18,33 1,78 cromamm-L,3- 4,1 0,4
JTMOKCaH
Kunkuit ammuax 95 9,23 AMMHax ras 95 9,23
2-(1,2-
JlubpomaTIi)-1,3- 18,5 1,8 | I[lo6ounsie mpoayktel | 132,5 | 12,87
JTMOKCaH
Xopua aMMOHUS 21 2,04 | Tlerpomneitnblit 23¢up 195 18,94
Bona 600 58,29 Bomna 600 58,28
[eTponetinsbiii a¢up 195 18,94
Hroro: 1029,36 | 100 Hroro: 1029,36 | 100

UYtoOBl BHEAPHUTH CIIOCOO CHMHTE3a 2-3THHII-1,3-THOKCaHa B MPOU3BOJICTBO

IIPOMBIIIJIICHHOT'O MacmTa6a, B OCHOBHOM, B aIrpOXUMHNYCCKYIO ITPOMBIINIJICHHOCTD,

HEOOXOIMMO paccuuTaTh MaTepuaibHbli OanaHc Ha 100 Kr roToBOW MPOAYKIUU

I10 MIPEICTABIECHHON HUXKE MPOINOPLIHUHU:

~ 100x100

pacxoma 0,

= 25000k2

YuurteiBas IMOJIYYCHHBIC pPAHCC MACCOBBLIC JOJIM KaAXKIAOI'O KOMIIOHCHTA,

NEePECUUTAEM MACChl HA HOBYIO MacCy pacxojia:

_ 25000x12,87

T10604HbIE IPOAKTEL

_ 25000x0,4

2—smunun—1,3—ouoxcan

100

100

=100, 0xz

=3217,5k2
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o _ 25000x9,23
AmMMuakras 100

25000x% 58, 28
Mpoa = T

_ 25000x18,94

mﬂempo,wiinbniad)up - 100

=14570x2

=2307,5«2

= 4735k

Takum xe 06p8,30M HpOI/ISBCI[éM nepepacucT A HCXOJAHBIX KOMIIOHCHTOB B

CTaThIO MPUXOJA Mpoliecca CHHTE3a 1eIeBOT0 2-3THHMI-1,3-1nokcaHa’

_ 25000x1,78

mA,wu()Hampuﬂ - 100 = 445k2
m}Ku()icmth,mmzc = w = 23071 5K2
25000x1,8
m2— 1,2— lubpomsmun —1,3—0uoxcan = T = 450K2
25000x 2,04
anoput)aM,\fonuﬂ = T =510xe
Myooa = w =14570k2
25000x18,94
mﬂemponeﬁnbzﬁad)up = T =4735ke

Tabmuma 14 — MarepuanpHblii OamaHc Tmporecca MOMydeHHsl 2-3TUHUI-1,3-

nuokcana 10

[Ipuxon Pacxon
BemecTBo m, ke o, % BemecTBo m, ke ®, %
2-otunnn-1,3-
AmMuja HaTpUs 445 1,78 100 0,4
IHOKCaH
Kuaknit aMmmuax 2307,5 9,23 AMMHak ras 2307,5 9,23
2-(1,2-
ITo6ouHBIC
JuopomaTin)-1,3- 450 1,8 32175 | 12,87
MPOTYKTHI
JIMOKCaH
XJopua aMMOHUSA 510,5 2,04 | Tlerponeitubiii 3hup 4735 18,94
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Bonma 14570 | 58,29 Bona 14570 | 58,28
[Tponomxenue Tadauuel 14
[Tetponeitnsiii 3¢gup 4735 18,94
Hroro: 25000 100 Hroro: 25000 100
3Has KOJINUECTBO 2-(1,2-muopomatrin)-1,3-11oKkcana, KOTOpOE

HeoOxomumoe st cuHTe3a 100 Kr 1eneBoro MpoayKTa, paccuuTaeM

MaTepHaNTbHBIA OanaHC 3Tama cuHTe3a AuOpomuaa. V3BecTHBIE JaHHBIC BHECEM B
HO:>
HO
Br 4 Br O:
’)\/O > 4>_<
KU-2, PhH, -H,O Br O

Br
2 7

tabauity 15.

Tabnuna 15 — Mcxoanbie TaHHBIC JJIs pacyeTa MaTepUaJbHOIro OajlaHca peakiuu

nonyuenus 2-(1,2-nuépomaTrin)-1,3-auokcana 7

BemecTBo Macca, 2
2,3-JInOGpoMIpOTMOHOBBIN aJIbJACTH]T 23,0
Jwomn 9,2
CocraB ChIpbs, 2
benzon 112
Cynsdokatnonut KY-2x8 0,4
Uroro: 144.6

I[anee IMpoOBCACM pacucT AO0JIKM KaXKJA0ro OTACIbHOIO KOMIIOHCHTA

peakimonHoi mMacchel. O6myro Maccy cMecu Bo3bMeM 3a 100 %. MaccoByro 107110

KaKJIOTO KOMIIOHEHTa MOKET ObITh paccuuTana rno dpopmysie 1:
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_m, x100

KOMIIOHEHTa m
X

Q]

=% (1);

23,0100

. - =
2,3—-0ubpomnponuonogviiianboe2ud
144,6

=15,9%

©9,2x100

a)ﬂum =T A 6' 4%
i 144,6

~ 112x100

a)Eensm - = 77’ %
) 144,6

4x1
a)C ) IbhOKAMUOHUM = M = O’ 3%
” 144,6
Paccuntaem kommdectBo 2-(1,2-muOpomatrin)-1,3-nuokcana, KOTOpOE
00pa30BajioCh B pe3yJIbTaTe PEaKIIUU.

PaccunTaem KoJImM4ecTBO BCIICCTBA U3HAYAJIBHOI'O aJIbJACTH/IA.

23,0x1000

= =106,5
Anvoezuo 215, 87 MMOJLb

Paccuntaem TeopeTHUECKH BO3MOXHBIA Bbixoa 2-(1,2-mubpomatiin)-1,3-
JTMOKCaHa:

~ 106,5x 273,95

m27 1,2—0oubpomd>mun —1,3-0uokcana - 1000

=29, 22

[To uroram wuccienoBaHuii, MPOBEJAECHHBIX B JIa0OpaTOpUU, B PE3yibTaTe
oeo BeImenmeno 20,5 1 meneBoro mpoaykra, uro coctaBiasger 71 % ot
OIPEJEIIEHHOIO paHEEe TEOPETUUECKH BO3MOKHOIO BBIXO/A.

Ha nonto ocraBmimxcss He WACHTU(PUUUMPOBAHHBIX MOOOYHBIX MPOAYKTOB
npuxoautes 11,7 r.

Paccuntaem MaccoBylo J10JI10 KaXKIOTO0 KOMIIOHEHTA pEaklUy MOIydeHHs 2-
(1,2-mubpomaTIin)-1,3-TMOKCaHa )i CTaThU PaCcXo/a:

20,5%x100
a) —_——

2— 1,2—oubpomsmun —1,3-ouoxcana 1 4 4 6
L

=14,2%

11,7x100
» -

Tobounvienpodykmoer l 4 4 6
)

=8,1%

112100

a)EeHmz - = 77’ 4%
: 144,6
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10,4100

1) = =0,3%
Cynvhoxamuonum 1 4 4’ 6

Tabmumna 16 — MatepuanbHbli OanaHc nporecca moirydenus 2-(1,2-nuopomaTn)-

1,3-nuokcauna 7

[Ipuxon Pacxon
BemtectBo m, 2 o, % BemtectBo m, 2 ®, %
2,3 2-(1,2-
JnOGpoMIponrOHOBbBIN 23,0 15,9 | muGpomdtnn)-1,3- 20,5 14,2
aJIBJIET U] JIMOKCaH
[ToOounbIE
Jnon 9,2 6,4 11,7 8,1
TIPOTYKTHI
benzon 112 17,4 benzoxn 112 17,4
Cynedoxkaruonut KVY- CynphOKaTHOHUT
ye 0,4 0,3 yech 0,4 0,3
2x8 KV-2x8
Hroro: 144.,6 100 Hroro: 1446 100

YuuThiBas TMOJMyYEHHBIE pPAHEE MAcCOBBIE JOJU KaKIOTO KOMIIOHEHTA,
nepecuntaeM Macchl Ha 450 ke 2-(1,2-muOpomsTii)-1,3-muokcaHa Uil CTaThH

pacxoja:

450100

M sexons = 142 =3169xe

_ 3169x14,2

2-(1,2-mbpomoTun)-1,3-1uokcan 1 OO

m =450k

_ 3169x8,1

mﬂoéow—tbzenpoz)ylcmbt - 100

=256, Tx2

o _3169x77.4
Benzon 100

- _ 3169%0,3
Cynvokamuonum 1 OO

= 2452, 8ke

=9,5xke

AHajoruuyHo HpOI/IBBeI[éM nepepacucet ajid HMCXOAHBIX KOMIIOHCHTOB B

CTaThIO MPHUXO/a Mpoliecca cuHTe3a 1eneBoro 2-(1,2-muopomatui)-1,3-arokcana:
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~ 3169x15,9

2,3—0ubpomnponuonossiiiaiboecud 1 O O

m =503,9ke

_ 3169x6,4

ouon 1 O 0

=202,8xke

_ 3169x77,4
benson 100

_ 3169x0,3
Cynogpoxamuonum ~— T

=2452,8ke

=9,5xe

Tabmuna 17 — MatepuanbHbli OanaHc mporecca moiryuenus 2-(1,2-nuopomaTin)-

1,3-nnokcana 7

[Ipuxon Pacxon
BemniectBo m, ke | o, % BemtectBo m,xe | o, %
2,3-
2-(1,2-nubpomaTin)-
Ju6pomnpornuonossiid | 503,9 15,9 450 14,2
1,3-nnokcan
aJIBJIET U]
[To6ouHEIE
Jnon 202.8 6,4 256,7 8,1
IPOTYKTHI
beunson 24528 | 77,4 benszon 24528 | 77,4
Cynbdoxatnonur KVY- CynbhokaTtnoHuUT
yeh 9,5 0,3 ye 9,5 0,3
2x38 KV-2x8
Hroro: 3169 100 Hroro: 3169 100

YuuteiBas KOMMYECTBO 2,3-AUOPOMIIPOIIMOHOBOTO abJCTHIA, KOTOPOE

HeoOxomumoe st cuHTe3a 100 kr 1eneBoro MpoaykKTa, paccuuTaeMm

MaTepUaJibHBIA OajaHC 3Tama CUHTE3a alibjierua. M3BecTHbIe JaHHBIE BHECEM B

Tabnwuiy 18.
Br
BI'Z O
O - =
/ '
/\/ CC14, 0°C H\/
Br
1 2
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Tabnuna 18 — McxonHble gaHHbIE JUIsl pacyeTa MaTEpUaIbHOTO OanaHca peakluuu

noJrydeHus 2,3-1uOpOMIPOITMOHOBOTO ANTbIACTH A 2

BemiectBo Macca, 2
AKpoJieuH 37,4
CocrtaB ChIpbS, 2 bpom 108,8
TeTpaxsiopmeran 279,2
Hroro: 4254

Jlanee mpoBeAeM pacdeT JOJHM KaXJAOro OTIEIbHOIO0 KOMIIOHEHTA
peakiroHHoi mMaccel. O61yo Maccy cmecu Bo3bMeM 3a 100 %. MaccoByto 701110

Ka)XJI0r0 KOMITIOHEHTa MOKET OBbITh paccuuTaHa 1o gopmyie 1:

37,4x100
=—— =8,8%
O)Axponem{ 425, 4 0
o _1088x100 . o
PO 425,4 ’
o _279,2x100 — 65.6%

TETPRIOUETIt T 425, 4

[Io pesynpTaTam ra3oBoM XpomaTorpaguu B PEAKIMOHHON CMeCH
MIPUCYTCTBYET IEJICBOM MPOAYKT M HE HACHTU(DHUIIMPOBaHHBIE IpuMecH. Mcxoas u3
ATOTO, PACCYMTAEM KOJIMYECTBO 2,3-AUOPOMIPONMOHOBOTO albJEruaa, KOTOPOE
00pa30BaIOCh B PE3YNIbTATE PEAKITHH.

PaccunTaem KoJIMYECTBO BEIIECTBA M3HAYAILHOTO aKpOJICHHA.

37.4
502 0667
Aposens = 5o 63 o

PaccunTaeM TeopeTHMUECKH BO3MOXKHBIN BBIXOJ 2,3-THOPOMITPOIIOHOBOIO
aNpJIeTHIA;

m =0,667x219,2 =146, 22

2,3—0ubpomnponuonossiiiansoecuod
[To uroram wuccienoBaHuii, MPOBEJACHHBIX B JIa0OpaTOpUU, B PE3yjbTaTe
obuto BbiZenieHo 112 r wmemeBoro mpoaykra, uto cocraBimsier 80 % ot

OIMpCACICHHOI'O paHEC TCOPETUUCCKHU BO3MOXKHOI'O BbBIXOAA.
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BpruncinnM, CKOJIBKO TpaMM MNPUXOAUTCA HA JOJNK OCTAaBLIMXCA HE
UACHTU(DUIMPOBAHHBIX MOOOYHBIX MPOAYKTOB. J[ns sTOoro w3 3HaYeHUs
TECOPETHYECKH BO3MOJKHOTO BBIXOJA BBIYTEM 3HAYCHHC BBIXOJA, ITOJIyYECHHOE
OKCIIEPUMEHTAIbHBIM IIyTEM:

m =146,2-112=34,2-

Tlobounvienpodykmol

Paccuutaem MAaCCOBYIO HOJIIO KaXAOI0 KOMIIOHCHTA PCAKIHU I10JTYUCHHA

2,3-1uOpOMIPOITMOHOBOIO aJIbJIETH/ A 2 JJIs CTaThH pacxojia:

~ 112x100

0)2,3—uI/I6p0an0nH0HOBLH71anLuem11 - 425 4 = 26! 3%
34,2x100
a)H060‘{HLIC MPOJLYKTHI = W = 8, 0%
279,2x100
a)TC’I‘anIlopMCTaH = W = 65, 6%
Tabmuma 19 — MarepuaneHbelii  OamaHc  mporecca moiydenms  2,3-

JTUOPOMIIPOITMOHOBOTO aJIbJIeTH A 2

[Ipuxon Pacxon
BemectBo m, ¢ | BemectBo m, 2 BemectBo | M, 2
AKpoOJIeuH 37,4 | AkponenH 37,4 Axponewn | 37,4
[ToGounbIE
Bbpom 108,8 25,5 34,2 8,0
TIPOTYKTHI
Terpaxmopmeran 279,2 65,6 TerpaxiaopmeTran 279,2 65,6
Htoro: 4254 100 Hroro: 425,4 100

YuurteiBas IMOJIYYCHHBIC pPAHCC MACCOBBLIC JOJIM KaAXKIAOI'O KOMIIOHCHTA,

nepecuutaeMm maccel Ha 403,9 ke 2,3-nuOpoMIIpONMOHOBOTO albJaeruiaa sl CTaTbu

pacxoja:
m, . =3039d00 ;555 7,
; 26,3
. _1535,7x26,3_ 00

2,3-1u6pOMIIPOTIMOHOBBII abACTHA 1 00
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_ 1535,7x8,0

mﬂoﬁounbzenpodylcmbz - 100 = 122’ 9K2
_1585.7x058 _ 1407 4

m ieman
Tempaxnopw 100
AHanorn4Ho HpOI/I3BeI[éM nepepacuet ajid MHMCXOAHBIX KOMIIOHCHTOB B
CTAaThIO IIPUXO0aa IMPpOoHcCCa CUHTC3a 2,3 ',Z[I/I6p0HpOHI/IOHOBOFO ajJpJacruaa.

 1535,7x8,8

mAKpOflellH - T
| 1535,7x25,5

mEpo,w - T
_ 1535,7x65,6

mTempax,mpvweman - 100

=135, Oxe
=391, 6xe
=1007,4xke

Tabmuma 20 — Marepuaneublii  OanmaHc  mporecca  noiaydenus  2,3-

JTUOPOMITPOITMOHOBOTO aIbJACTHIA 2

[Ipuxon Pacxon
w,
BemtectBo m, ke % BemiectBo m, ke | o, %
0
2,3-TuOPOMIIPOITHOHOBBIN
AKposenH 135,0 | 8,8 403,9 | 26,3
aJIbIETHU]
bpom 391,6 | 255 [To6ouyHBIE TPOTYKTHI 1229 | 8,0

TerpaxiaopmeTran 1007,4 | 65,6 TerpaxiaopmeTran 1007,4 | 65,6
Hroro: 1534 | 100 Hroro: 1534 | 100

Hamu Obim  OcCymiecTBICH pacdyeT MaTepHalbHOrO OajlaHca BCETro
MPOU3BOJICTBA 2-3TUHUI-1,3-1MO0KCaHa W3 aKpoJieWHa, BKJIIOYAIOMMUA B ceds 3

CTaauy CUHTEe3a. Bce momydeHHbIE HAMU TMPU pacyeTe MaTepHalbHOTO OanaHca

pe3yJbTaThl 00bEAMHEHBI B Ta0IHITy 21.
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Tabnuna 21 — MatepuanbHblil 6anaHc MaJOTOHHAKHOTO MPOU3BOJCTBA 2-3TUHUJI-

1,3-nuoxcana 10

[Iporecc monyueHnus 2-3TUHWI-1,3-1M0KCaHa

IIpuxoo Pacxoo
Bewecmeso m, Ke w, % Bewecmeso m, Ke w, %
2-5tuami-1,3-
Awmwun HaTpus 445 1,78 100 0,4
JTMOKCaH
Kunkuit ammuax 2307,5 9,23 AMMHaK ras 2307,5 9,23
2-(1,2-
IToOounkIe
JubpomaTri)-1,3- 450 1,8 32175 | 12,87
MIPOTYKTBI
IIMOKCaH
XJI0pUJT aMMOHUS 510,5 2,04 | Tlerponetinbiii 3pup 4735 18,94
Bona 14570 | 58,29 Bona 14570 | 58,28
[letponeiinbiii apup | 4735 18,94
Hroro: 25000 100 Hroro: 25000 100
[Mporecc moayuenus 2-(1,2-qudopomatuin)-1,3-1rokcana
IIpuxoo Pacxoo
Bewecmeso m, ke | o, % Bewecmeso m, K2 w, %
2,3-
2-(1,2-mubpomaTHI)-
Jlubpommpormonoser | 503,9 15,9 450 14,2
. 1,3-n1nokcan
W aJbaeTua
Huon 202,8 6,4 | [lo6ounbie mpoaykThl | 256,7 8,1
Benson 24528 | 77,4 Benson 24528 | 774
Cynbhoxatnonur KVY- CynbhoxkaTnoHUT
yech 9,5 0,3 yech 9,5 0,3
2x8 KV-2x8
Uroro: 3169 100 Hroro: 3169 100
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[Tponomkenne Tabnuipt 21

[Ipouecc nomyuyenus 2,3-quOpOMIPONHOHOBOTO albACTHAA

Ilpuxoo Pacxoo
Bewecmeo m, ke | o, % Bewecmeso m, ke w, %
2,3-
AKpoJIeuH 135,0 8,8 JTUOPOMIIPOITHOHOB 403,9 26,3
BIM albJIEeTU]
Bbpom 3916 | 255 Hobosmre 122.9 8,0
POTYKTHI

Terpaxiaopmeran 1007,4 | 65,6 Terpaxiaopmeran 1007,4 65,6
Uroro: 1534 | 100 Uroro: 1534 100

65




4. OKCIIEPUMEHTAJIBHA A YACTD

Crektpst SIMP 'H u C pacrBopos monydennsix Bemecte B CDCl,
3aperucTpupoBaHbl Ha criekTpomerpe BrukerAM300 mpu padouunx gactorax 300 u
75 MI'T COOTBETCTBEHHO, C Hcroib30BaHMeM TMC B KadyecTBE BHYTPEHHETO
craggapra. WK cnoektpsl cHATel Ha npubope DOCM-1201 ¢ Dypse-
nmpeo0pa3oBaHUeM; CHEKTPHI KUIAKOCTEH TOJYYECHBI IJII TOHKOTO CJIOS MEXITY
miactuHamu  KBr, TBepasix BemecTB — B Tabinerke KBr. Macc-crekTpsl
NeKTpoHHOM WoHM3auuu (70 5B) peructpupoBaqu Ha XpOMaTO-Macc-
cnektpomerpe Shimadzu GCMS-QP2010 Ultra; BBox mpoObI OCYHICCTBISICS
yepe3 KammUIsIpHYI KOJOHKY RIX-5MS, coxepxkamryo 5 % nudenun u 95 %
JTUMETWINOIMCUIIOKCAaHA B KadyecTBE HEMOABMXKHOM ¢a3pl, namuHod 30 M.
KOHTpoJIb 4UCTOTHI MOJYYEHHBIX COEAMHEHWH BBIMOIHSIM MeTtogoM TCX Ha
wiactuaax Sorbfil (amoeHT — cMech 3TManerara ¢ METPONCHHBIM 3PHUPOM B
pPa3IMUHBIX COOTHOIICHUSX), a Takxke mnpu nomomm weroga I[KX Ha
xpomarorpade Kpucrammokc 4000M ¢ rmiiaMeHHO-HOHU3AIMOHHBIM JETEKTOPOM U
kojouko ZB-1 (menmompwxkras ¢aza — 100 % mnommauMeTHICHIOKCaH, IIWHA
KOJIOHKH cocTaBiisieT 50 M, BHyTpeHHuW auametp 0.25 MM, TOJIIMHA IUICHKU
HeTnoABIKHOU (a3bl 0.5 MKM).

AxponenH mpousBoactBa Gupmbl  Aldrich HenocpencTBeHHO TIepen
UCIIOJIb30BAaHUEM TIEPETOHSUTH.  BeH3ruApOKCUMOUIIXIIOPUIBI  CUHTE3UPOBAIIU
XJIOPUPOBAHUEM COOTBETCTBYIONIUX allbJOKCUMOB N-XJTOPCYKIIMHUMHIOM B
JIM®A no meronuke [8] W MEPEKPUCTAITU3OBBIBAIM M3 TETpoOseHOro 3dupa
40/70. DdupHblii  pacTBOp auazoMeraHa moiydanu w3 N-HEUTpo30-N-
METHIMOYCBHUHBI.

2,3-InopomnponuonoBsiii anabaerusa (2). K pacrsopy 37.4 r (0.66 moinb)
akpoienda 1 B 100 mu CCly; mpu oxnmaxknaenun cMecbio jibaa ¢ coiibio (0 °C)
nobasysuics mo karsm pactBop 108.8 v (0.67 moms) 6poma B 75 mi CCly. Tlocre
ATOTO PACTBOPUTENHL OTIOHSJIM HAa BOASHOW OaHe, a OCTAaTOK TEPETOHSUTH B

Bakyyme. [lomyueno 112 r (80 %) OecuserHoii xxuakoctu ¢ T.kum. 81-83 °C (15
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MM PT. cT.); mut. [9]: T. kum. 79 °C (11 mm pr. cr.). Crextp SIMP 'H (CDCly), 3,
m.a.:3.71 oo (1H, CHy, Juy 5.0, 10.8 I'ny), 3.84 T (1H, CHy, Juy 10.3 T'm), 4.54 nnn
(1H, CH, Jun 3.0, 5.0, 10.3 T'), 9.33 1 (1H, CHO, Juu3.5 ). Criexrp SIMP °C
(CDCly), 6¢, m.u.: 27.09 (CH,), 48.98 (CH), 182.17 (CHO).

2-(1,2-In6pomdTIIN)-1,3-1H0KCcOan (6). Cmeck 40.0 T (0.185 moip) 2,3-
nuopommponronoBoro anpiaeruaa 2, 18.3 r (0.295) monp stunenrimkons 3, 190
w1 Oenzona u 0.6 T cynbdokarnonuta KY-2x8 nHarpeBanu npu nepemMenivBaHuy,
0 TpekpanieHus: OTroHku Bojabl (mo Juny-Crapky), mocie 4ero KaTHOHUT
oTunbTpOBBIBaM, OCH30J OTIOHSUIM B BaKyyMmMe, a OCTAaTOK TEPEroHsIN B
BakyyMme. Boixon 34 r (71 %), OecuBeTHast BA3Kask KUAKOCTb, T. kum. 110—-115°C (7
MM pT. ct.). Ciextp SIMP 'H (CDCly), 8, m.1.:3.71-3.86 M (2H, BrCH,(Br)CH),
3.95-4.03 M (2H, H*®), 4.05-4.17 m (2H, H*®), 4.26 wur (1H, BrCH,(Br)CH, Juu
3.0, 6.10, 8.1 I'y), 5.23 1 (1H, H?, Juy 3.1 T'). Crexrp SIMP *C (CDCly), 8¢, M.
31.5 (BrCH,(Br)CH), 52.8 (BrCH,(Br)CH), 66.0 (C*°), 102.1 (C?). Macc-crextp,
M/Z (lom, %): 259 (0.5) [M]", 73 (100) [M — BrCH,BrCH]".

2-(1,2-TuopomdTIin)-1,3-1uokcan (7) momyumiau aHajgorudno u3 23.0 T
anpaeruaa 2 u 9.2 r nquona 4. Beixon 20.5 T (71 %), OecuBeTHas BsA3Kas KUIKOCTD,
1. kum. 164-167°C (23 mu pr. cr.).Crexrp SIMP 'H (CDCly), &, m.1.:1.39 1 (1H,
H®, Jun 13.6 T), 2.04-2.24 M (1H, H), 3.67-3.96 M (4H, H*® + BrCH,(Br)CH),
4.09-4.28 m (3H, H*® + BrCH,(Br)CH), 4.81 1 (1H, H?, Juy 2.8 T'y). Criextp SIMP
BC (CDCly), 8¢, M.1.:25.5 (C°), 31.8 (BrCH,(Br)CH), 51.4 (BrCH,(Br)CH), 67.2
(C*9), 99.0 (C%).Macc-crextp, M/z (lom, %): 273 (1.5) [M — H]*, 87 (100) [M —
BrCH,BrCH]".

2-(1,2-TuopomMdTHI)-5,5-1u0poMITHII-1,3-THOKCAH t)) MOTYYUITN
aHaornyHo w3 10.2 r ampmeruga 2 m 6.0 r awona 5. Beixoxg 9.1 r (64 %),
OecrBeTHas! BS3Kasl )KUJIKOCTh, KPUCTAJUIU3YIONIASICS TIPU XpaHEHUH, T. Kum. 144—
148°C (11 MM pr. ctr.), T. 1. 52-54°C mmr. [5]: 1. w1 55-57 °C.Cnextp SIMP 'H
(CDCly), 8, m.1.:0.77 ¢ (3H, Me®™), 1.24 ¢ (3H, Me™), 3.54 nx (2H, H*®, Juy 3.5,
11.1 T), 3.71 o (2H, H*®, Juy 3.3, 8.1 T'w), 3.76 T (1H, BrCH,(Br)CH, Jus 5.7

T'm), 3.86 mn (1H, BrCHo(Br)CH, Jun 8.4, 10.5 ), 4.20 mun (1H, BrCH,(Br)CH,
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Jun 2.7, 5.7, 8.2 '), 4.73 1 (1H, H?, Juy 2.4 Tw). Crexrp SIMP *C (CDCLy), 3¢,
M. 21.6(Me®™), 23.0(Me®), 30.4(C°), 31.6 (BrCH,(Br)CH), 51.9(BrCH,(Br)CH),
77.2(C*%), 98.7(C?). Macc-crextp, M/z (lom, %):301 (2.8) [M — H]*, 115 (100) [M
— BrCH,BrCHJ".

2-Ituamnia-1,3-nmmokconan (9). Cnocoo6 1. K pactsopy 56.0 r (1 mons) KOH
B 320 mu abc. EtOH noGapnsnm mo kamisaMm npu nepemeruBannu 88.0 r (0.34
MOJIb) COEAMHEHHUS 6 (KOMHaTHas TeMmIlepaTypa), 3aTeM pPEaKIUOHHYI0 CMeCh
HarpeBanu 10 65 °C, nmepeMemMBaiu B TeueHue 15 muH U oxnaxaanu go 10 °C.
Brimasmuit ocanok KBr ordunbtpoBsiBasin Ha BopoHke broxHepa, mpombiBaiu 20
min abc. EtOH wu xunsatuiam ¢unpTpaT mpH TEepeMENIMBaHUM C OOpaTHBIM
xoJionuibHUKOM ete 8 4. [lociie oxyakaeHus peakiiMOHHYI0 CMECh BBUIMBAJIHA B
1700 mu Boabl, o0aBisiiu 50 M1 YKCYCHOM KHUCIOTHI U 3KkcTparuposainu (3x100
min)  CH,Cl,, »skcrpakt cymmm  Ham  Na,SO4,  OTrOHKY — pacTBOPHUTEIISA
OCYULIECTBJISUIM Ha BOJASHOW 0OaHe, a OCTATOK MEperoHsau B Bakyyme. [lomyunmam
6.31 1t (19 %) npoaykra, HpenCTaBISIONIMA 000N OECHBETHYIO >KHIKOCTH C
XapaKTEPHBIM 3aMaxoM, T.KuIl. 66—67°C (58 mm pt. c1.). UK crektp, v, cM *: 3280
(C=C-H), 2115 (C=C). Cnextp SIMP 'H (CDCl3), 8, m.1.: 2.54 ¢ (1Hquermen),
3.77-3.88 M (4H, H*®), 5.46 ¢ (1H, H?). Cnextp IMP *°C (CDCls), 8¢, m.1.: 63.9
(C*%), 73.3 (HC=C), 79.1 (HC=C), 91.9 (C?). Macc-criektp, M/ (lor, %): 97 (100)
[M—H]".

Cnoco6 2. K pactBopy amuja HaTpus, MOJIYYEHHOMY IyTEM pPaCTBOPEHUS
10.8 r (0.47 mosp) mMeramimdyeckoro Hatpus B 150 Mu1 KUIKOro amMmuaka, 1o
karmsM ao6asism 21.1 r (0.081 moms) nubpomuma 6 mpu mepeMeniiBaHUM B
teuenne 30 MuH., TOJAepXHBasg mnpu d3ToM Temneparypy —(35+40)°C.
PeakunoHHy0 cMech MepeMeluBaii ene 2 4, mocie 4ero J00aBisuid NOpLUUsIMU
21 r xpucrammmueckoro NH,Cl u ynmamsmum amvuak. K TBepmomy ocraTky
no6aswin 100 M AMATUIIOBOTO 3pUpa U TIHATEIBHO NMEPEMELIUBAIIHN; TOJTYYSHHBIN
pacTBOp TpoayKTa B 3dupe AekantupoBaiu. [Iporienypy BBITOIHUIN €IIe TpU
pasa, MOCj€ Yero K OCTaBIICHWCS B PEAKIMOHHOW KOJOE CMECH  OCTOPOKHO

npunuBaiu 100 mi 3tanona u 600 mu Bogsl. [lonmyyeHHbIN pacTBOp MOABEpraiu
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AKCTPAKIMK JUITHIIOBBIM 3(PUpOM 11Ba pasza, CYIIMIIA SKCTPAKT HAJ MPOKAICHHBIM
K,COgzu nmpucoeanssiiu K 3pUpHBIM BBITSKKaM. OTrOHKY 3(pup OCYIIECTBISUIN HA
BOJASHOM OaHe, a octarok mneperoHsuin B BakyyMme. [lomyumnu 3.45 r (41 %)
coequHeHus 9.

2-tuamnia-1,3-mmokcan (10) nonyurmin aHanorudyHo (crmocod 2) u3 18.5 r
nubpomuaa /. Beixog 4.1 t© (55 %), OecuBeTHas >XKUIKOCTh C XapaKTEPHBIM
3amaxom, T. KuiL. 169—174°C (760 mwm pr. cr.). UK crextp, v, cM : 3277 (C=C-H),
2118 (C=C). Crextp SIMP *H (CDCly), 8, m.1.:1.58-1.68 m (1H, H*®?), 1.73-1.90
M (1H, H*®), 2.60 ¢ (1Hauermen), 3.73-3.82 M (2H, H*®), 4.09-4.18 m (2H, H*®),
5.86 ¢ (1H, H?). Crexrp SIMP *C (CDCly), 8¢, m.a.: 25.4 (C), 64.6 (C*®), 74.0
(HC=C), 78.3 (HC=C), 89.8 (C?). Macc-criektp, M/Z (o, %): 111 (100) [M — H]".

5,5-IlumeTna-2-3tunmi-1,3-quokcan (11) moxyumnu aHaIOTHYHO (CITOCO0
2) u3 8.2 r nubpomuaa 8. Beixon 1.5 r (40 %), 6ecuBeTHast KUAKOCTH C 3aIaXOM
MEHTOINa, T. Kuil. 64—65°C (45 mm pr. ct.). UK crektp, v, cM : 3272 (C=C-H),
2113 (C=C). Cnektp SIMP 'H (CDCly), 8, m.1.:0.95 ¢ (3H, Me*), 1.04 ¢ (3H,
Me™).,2.59 ¢ (1Huermen)> 343 1 (QH, Jyy11.2 T, H*®), 3.78 1 (2H, Jyul1.2 I'n,
H*®), 5.34 ¢ (1H, H? o). Criextp SIMP °C (CDCly), 8¢, M.1.:22.3 (Me®), 22.6
(Me™), 30.5 (C°), 68.2 (C*®), 74.0 (HC=C), 78.3 (HC=C), 89.8 (C?%). Macc-
crextp, M/Z (lon., %): 139 (4) [M — H]".

3-(4-Xaophenun)-5-(1,3-muokcosan-2-mia)uzokcason (14). K pacrsopy 98
mr (1 wmmomb) coegunenuss 10 wu 190 wmr (1  wmmomb) 4-xmop-N-
ruApokcuoeH3umMuomwnxaopuaa B 1 M 1,4-nuokcaHa  n00aBwiId  NpU
nepemermBanuu 0.16 mi (1.15 mmons) Tpustunamuna. Yepes 20 4 peakIuoHHYIO
Maccy BBUIMJIM TIpU TiepementuBanud B 10 T baa; mocie Toro, Kak Jea pacTasi,
KPUCTAJUTMYECKUI MPOAYKT OT(OHIBTPOBAIH, TPOMBLIN 5 MJI BOJBI M BRICYIIIHIIA Ha
Bo3nyxe. Beixon 176 mr (70 %), GeciBeTHble KpucTauibl, T. i 73-75°C (u3
Bogroro EtOH). Crextp SIMP 'H (CDCly), 8, M.1.:4.07-4.19 M (4H, H* o),
6.12 ¢ (1H, H? yocc)> 6.61 ¢ (1H, H o), 7.44 1 (2H, Jup 8.80 T, Hopoy), 7.74 11
(2H, Juy 8.44 T'1t, Hypoy). Criextp IMP ©°C (CDCl3), 8¢, M.21.:65.5 (C*0re), 96.5
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(C% o ), 100.5 (C o), 128.2, 1293, 129.6, 136.2, 161.2, 170.0. Haiinero, %: C
57.10; H 4.12. C1,H1oCINO;. Beraucneno, %: C 57.27; H 4.01.

3-(4-Metoxkcudenmn)-5(4)-(1,3-nmokcan-2-mi)H30Kca3oa(cMech
perunouszomepoB) (15) nmonmyden ananorudno u3 112 mr amerunena 10 u 186 mr
oensruapokcumonixiopunal3. Beixoa 183 mr (70 %), 6ecuiBeTHbIE KPUCTAILIBI, T.
1. 54-56°C (u3 Boguoro EtOH). Crextp SIMP 'H (CDCly), &, m.1.:1.51 1 (1H,
H®, Jun 13.8Tm), 2.17-2.35 m (1H, H°), 3.85 ¢ (3H, MeO), 4.01 T (2H, H*®, Juy
11.6 Tm), 4.29 am (2H, H*®, Jyyy 11.4, 4.0 Tm), 5.74 ¢ (HZE7es w0y 6 64 ¢ (H®
savew. wonep)y |6 97 11 (2H, Hapoms Jnn8.3T1), 7.28 ¢ (1H, Hiysoxe ), 7.48 ¢ (1H, Hiysoxe),
7.75 1 (2H, Hapow, Jun 8.4 T'm).Criextp AMP °C (CDCly), 8¢, M.1.:25.6(C° ioxc)s
55.4 (MeO), 67.3(C* e, 95.0 (CHH MNP ), 95.7(CHEHmers 1)),
99.9(CHt et W) o)y T14.4(Copoy.), 114.5(CHE e 19080 )121.39 (Capon),
128.29 (C,pon). Haiineno, %: C 64.18; H 5.84. C14Hi1sNO,4. Berancneno, %: C
64.36; H5.79.

4-(1,3-Imoxcan-2-un)-1H-nmupa3zoa (16). K 112 mr (1 MMoJIb) coeTMHEHUS
10 mpu oxmaxneHuu nbaoM go6aBunu 3ma 0.45 M pacTBopa aumasoMeTaHa B
nuaTUIoBOM 3dupe. Cmech octaBuiu Ha 48 4 mpu 5—7 °C, 3aTeM BbINABIINE
Kpuctamuibl oThuiabTpoBanu. Beixon 133 mr (87 %), 6ecuiBeTHbIE TPU3MBI, T. I
98-100°C. Crextp SIMP 'H (CDCly), 8, m.1.:1.36-1.50 M (1H, Hyporc.”), 2.05-2.35
M (1H, Hyore?), 3.87-4.05 M (2H, Hyore ™), 4.12-4.31 M (2H, Hypoe ™), 5.60 ¢
(1H, H® yocc), 7.64 ¢ (2H, B> ,00), 9.91 ¢ (1H, NH). Criextp IMP *°C (CDCls),
Sc, MI.:25.7 (CY), 67.1 (2C*°), 96.9 (C?), 120.8 (Crupss.)> 131.7 (2Cupas”)-Mace-
cnektp, M/Z (lom., %):153 (82)[M — H]", 124 (10), 95 (100). Haiineno, %: C 54.33;
H 6.58. C;H1yN,O,. Beruucneno, %: C 54.54; H 6.54.

4-(5,5-Immerna-1,3-qruokcan-2-mn)-1H-nupa3on ) MOJTYyYHIIN
anajgornyno u3 140 mr coemumuenms 11. Bexom 120 mr (66 %), OecriBeTHBIC
npuambl, T. . 160—161°C.Crextp SIMP 'H (CDCly), 8, m.1.: 0.79 ¢ (3H, Me*),
1.27 ¢ (3H, Me™), 3.60 1 (2H, “Jnl10.8 T, Hoore ™), 3.73 1 (2H, 2Jyn10.8 Iy,
Hooe ™), 5.51 ¢ (1H, H juoe)s 7.69 ¢ (2H, Huypas>), 10.92 ¢ (1H, NH). Crextp

SIMP C (CDCly), 8¢, m.1.: 21.9 (Me®™), 23.0 (Me®), 30.2 (C°), 77.4 (2C*®), 96.7
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(C?), 120.5 (Crupas.)» 131.8 (2Coupas.>”). Macc-criektp, Mz (lor, %): 181 (39)[M —
HI*, 152 (5), 113 (5), 97 (100). Haiizero, %: C 59.60; H 7.55. CgH1N,0,.
Brruncaeno, %: C 59.32; H 7.74.
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3AKJIFOYEHUE

1. Pazpaboran  TpexcTaauiHBI CHHTE3 IUKIMYECKUX  alleTalieH
MIPOIAPTHIIOBOTO aBCTH/Ia, BKJIIOYAIONUNA B ceOs OpoMHUpOBaHUE aKpOJICHHA,
MOJIyYeHHUE €r0 [UKINYECKUX alleTalleld U AeTuIpoOpOMHUPOBaHUE.

2. N3yyena peakuusi AeTUIPOOPOMHUPOBAHUS IUKIWYECKUX alleTaiei
2,3-1uOpoMIponoHOBOTO anpaeruaa. [lokazano, yto Haumbonee 3¢p¢GEKTHBHBIM
JEruIpoOPOMUPYIOIIMM areHTOM SIBJISIETCS aMUJ HAaTpHs B KUAKOM aMMuake. B
pesymbratre ¢ BbIxomoM 40-55 % ObuM TONMYYEHBI NHUKJIMYECKHE areTaln
(1,3-muokcosansl U 1,3-THOKCaHBI) TPOMAPTUIIOBOTO aJIbJICTH/IA.

3. ITokazaHo, uto 2-3THHMA-1,3-AUOKCaHBI U 2-3TUHHI-1,3-1HOKCaIaHbI
JIETKO BCTYIAIOT B PEAKIIMIO JUTOJSIPHOTO ITUKIOTPUCOSTNHEHUS HUTPHUIOKCHIOB,
reHepupyeMbix IN SitU M3 COOTBETCTBYIOUIMX OCH3IHIPOKCUMOMIXJIOPUIOB.
[Tomydyennsie 1,3-AMOKCUIIMKIAHOBBIE MPOU3BOIHBIE M30KCA30JI0B MPEACTABIISIIOT
WHTEpPEeC IS JAJbHEUIEro W3y4eHHs] KaK IMOTEHIMAIBHBIA PETYyJIATOp pocTa
PaCTEHUM.

4, Pa3paborana MPUHLIHANHAIbHAS TEXHOJIOTUYECKAS cxema
MPOU3BOJICTBA HUKJIMYECKUX alleTalie MPONapriujioBOTO albJeruaa Ha OCHOBE
JIOCTYITHOTO ChIphbsi. Paccuntan maTepuanbHbI OanaHc mpoliecca MPOU3BOJICTBA
100 kr 2->tuana-1,3-quokcana.

S. CHUHTE3UpOBAaHO HECKOJIBKO HEOIMMCAHHBIX paHee B JUTEpaType
BCIIIECTB, CTPOCHHUE KOTOPHIX TOATBEPKIACHO COBOKYITHOCTHIO COBPEMEHHBIX
busuko-xumMuuecknx MeronoB anammsza (MK cmextpockommsi, CHEKTPOCKOIHS

SIMP 'H *C, macc-criekrpockormnms).

72



CIICOK UCIIOJIb3YEMOU JINTEPATYPBI

1. A. E. Ynun6a6bun. OcHOBHbIE Hauyaja OpPraHMYECKOW XuMHUH. M.:
['HTUXIIL, 1963, c. 460.

2. . JI. PaxmankynoB, C. C. 3norckui, C. N. Arumena, H. E.
Maxkcumosa, B. U. Ucarynsum. // XXITX. 1974. T. 47. Beim. 6. C. 1428;

3. Fischer R. F., Smith C. W. J. Org. Chem. 1960. V. 25. No. 3. P. 319.

4, P. Dupaepdung. Ieteporukaudeckue coemunenus // Ilog pem. P.
Onpaepdunna. B 8 1.: 1. 5: M.: u3a. UHocTpanHoi auteparypsl, 1961. —c. 7-41.

5. A.Trielat, M. Cambier. // Bull. soc. chim. France. — 1894. — Vol. 11. —
p.759.

6. Cnoco6 nonydenusi guokconana. Ilarenr HPb na u3zoOperenue Ne
12757, MIIK: CO7D 317/12, ony6:. 20.01.72.

7. A. Bardat, D. Sanodry, V. Duma. // Rev. Chim. (Bucharest). — 1968. —
V.19, Ne 2, — pp.78-81.

8. Production of 1,3-dioxolane. Ilatent ®paniuu Ha nuzodpercHHe No
1549063 (A), MIIK: CO7D 317/14, ony6:1. 06.12.1968.

9. D. Marton, P. Slaviero, and G. Taglianini. // Gazz. Chim. Ital. — 1989.
Vol. 119, Ne 6. — pp. 359-361.

10. M. Koreeda and L. Brown. // J. Org. Chem. — 1983. — Vol. 48, Ne 12.
— pp. 2122-2124.

11. Cnoco6 momyuenus 2,2-mumeTni-1,3-muokcanukinanoB. [laTteHT
CCCP na mzoobpetrenne Ne 925958, MIIK: C07D 317/12, CO7D 319/06, omy0a.
07.05.1982.

12.  P. C. Mycasupos, C. C. 3norckuii, 1. JI. PaxmaukynoB u ap. //
Kypuan oprannyeckoit xumun. — 1982. — T. 52. — 1394 c.

13. B. b. Boasena, U. C. benocroukas, C. B. Ycauer u np. // XKypnan
opranndeckoit xumuu. — 2012. — T. 48, Bein. 5. — 640 c.

14. Cyclic acetals of wunsaturated aldehydes. Ilarenr CIIIA Ha
nzooperenne Ne 2383622, MIIK: CO7D 319/06, ory6s. 17.05.1943.

73



15.  Production of cyclic acetals by reactive distillation. ITarent CIIA Ha
n3zooperenne Ne 2012/0330034, MIIK: CO7D 319/06 (2006.01), CO7D 307/06
(2006.01), ory6r. 27.12.2012.

16. Production of cyclic acetals by reactive distillation. ITateat CIIIA Ha
u3zo0perenne Ne 2012/0330034, MIIK: CO7D 319/06 (2006.01), CO7D 307/06
(2006.01), omy6a1. 27.12.2012.

17. J. J. Brown, R. H. Lenhard, S. Bernstein. // J. Am. Chem. Soc. —
1964. — Vol. 86, Ne 11. — pp. 2183-2187.

18. S. L. Warriner and other. // Science of Synthesis: Houben-Weyl
methods of molecular transformations. — 2007. — V. 29. — pp. 408-479.

19. Improvements in or relating to the preparation of heterocyclic
compounds. Ilarenr CIIIA nHa um3zo0perenue Ne 739022, MIIK: CO7D 317/14,
omy0u1. 26.10.1955.

20.  A. Verley. // Bull. soc. chim. France. — 1899. — Vol. 21. Ne 3. — p. 275.

21. A.Clarke.// J. Chem. Soc. —1912. — Vol. 101. — pp. 1788-1809.

22. A. V. Tugarova, A. N. Kazakova, A. A. Kamnev, S. S. Zlotskii. //
Russian Journal of General Chemistry. — 2014. — Vol. 84, Ne 10. — pp. 1930-1933.

23. Photosensitive and degradable polyoxymethylene polymers and their
application in imaging. ITarent CIIIA Ha uzo6petenue Ne 3991033, MIIK: CO7D
317/16, CO8G 2/30, omy6:1. 09.11.1976.

24.  Cnoco6 monyuenus 4-mertun-1,3-quokconana. Ilarear P® Ha
nu3zooperenne Ne 2129122, MIIK: CO7D 317/12, ony6a1. 20.04.1999.

25. Dihydric alcohols continuously acetalated. Ilarent ['epmanuu Ha
u3zo0perenne Ne 1914209, MIIK: CO7D 317/12, C07D 319/06, CO7D 321/06,
omy6. 08.10.1970.;

26. Production Of Cyclic Acetals Or Ketals Using Liquid-Phase Acid
Catalysts. ITatent CIIIA Ha uzooperenue Ne 8969598 (B2), MIIK: CO7D 317/12,
omy06. 03.03.2015.

74



27. E. A. Dikusar, V. I. Potkin, T. D. Zvereva, N. A. Zhukovskaya and
other. // Russian Journal of General Chemistry. — 2012. — Vol. 82, Ne 9. — pp.
1537-1539.
28.
Vol. 37, Ne 1. — pp. 136-140.
29. A. Kh. Kerimov. // Russian Journal of General Chemistry. — 2001. —

Vol. 71, Ne 4. — pp. 542-545.
30. Verfahren Zur Herstellung Von Acetalen. Ilarentr ['epmanuu Ha

nzooperenue Ne 2524040, MIIK: CO7D 317/22, CO7D 319/06, omy6s. 19.02.1976.
. JI. Paxmankynos, C. 1O. IllaBmykoBa, P. P. Jlamunes, 1. X.

A. Kh. Kerimov. // Russian Journal of Organic Chemistry. — 2001. —

31.
bux6ynatos. // Poc. xum. x. —2008. — T. LII, Ne 4. — c. 136-141.

C. R. Strauss, R. W. Trianor // Austral. J. Chem. — 1995. — V. 48, Ne

32.
10. — p. 1665-1692.

33.  A. Clerici and other. // Tetrahedron. — 2001. — V. 57, Ne 1. — pp. 217-
225.

34. J.-Y. Qi, J-X. Ji, C.-H. Yueng, H.-L. Kwong, A. S. C. Chan. //

Tetrahedron Lett. — 2004. — V. 45. — pp. 7719-7721.
35. T. Takeda, S. Yasuhara, S. Watanabe. // Osaka Municipal Technical
Research Institute. — 1981. — Ne 3. — pp. 466-468.
36. S. Velusamy, T. Punniyamurthy // Tetrahedron Lett. — 2004. — V. 44,

Ne 25. — pp. 4917-4920.
R. Ruicheng, F. U. Diankui. // Chinese Journal of Polymer Science.

37.
1991. — Vol. 9, Ne 1. — pp. 79-85.

38. B. Burczyk. // Journal f. prakt. Chemie. — 1980. — Vol. 322, Ne 1. — pp.
173-176.

39. W. A. R. van Heeswijk, J. B. Goedhart, J. F. G. Vliegenthart. //

Carbohydr. Res. —1977. — Vol. 58, Ne 2. — pp. 337-344.

40. Y. Sawada, T. Yanai, H. Nakagawa and other. // Pestic. Manage. Sci.

~2003. — Vol. 59, Ne 1. — pp. 25-35.

75



41. D. Seebach, R. Naef, G. Calderari. // Tetrahedron. — 1984. — Vol. 40,
Ne 8. — pp. 1313-1324.

42. I. Safir, J.I. Candela, L. Finet, N. Birlirakis, S. Arseniyadis/
Tetrahedron: Asymmetry. —2005 —16, 34-36 p.

43. S. Hara, K. Makino, Y. Hamada // Tetrahedron Lett. —2006— 47, 1081

44. C. C. 3norckuii, I'. 3. Packmmpauna, A. A. T'omoBanoB, A. A.
bopmotun, B. B. bekun. // JJAH. Cep. xum. 2017. T. 472. Ne 1. C. 43—46.

45. H. Fujioka, Y. Nagatomi, N. Kotoku, H. Kitagawa, Y. Kita /
Tetrahedron Lett. — 1998— P. 39.

46. Patent DE2136923 / K. Wagner, H. Scheinpflug, F.E. Frohberger.

47. H. Fujioka, Y. Nagatomi, N. Kotoku, H. Kitagawa, Y. Kita /
Tetrahedron Lett. — 1998— P. 39.

48. R. R. Frame, W. Faulconer. // J. Org. Chem.— 1971. — V. 36. No. 15.
P. 2048.

49. JI. O. Iewaman. IIpomsBoactBo BuTamuHOB. M.: [Ilumesas
MIPOMBITIUICHHOCTH, 1973, ¢. 223.

50. B. B. Knouxos, I1I. K. Jlatemos, A. WM. Paxmatymnun, P. M. Baduna,
E. H. KnumoBunkuii, A. B. Aranos. // XdKOX. 1998. T. 68. Ne 1. C. 140-146.

51. A. Mekonnen, A. Westerlund, M. Havelkova, A. Descomps, R.
Carlson. // Synth. Commun. 2009. Vol. 39. No. 14.P. 2472-2480.

52. A. A. Tonosanos, I'. 3. Packunsauna, B. B. bekun, A. C. bynes, H.
H. Muxaiinosa, C. C. 3notckutii // U3B. AH. Cep.xum. 2016. Ne 7. C. 1757-1760.

76



[TPMJIOXKEHUME A

1. JlykmueBa C.A., 3morckuii C.C., T'onopanoB A.A. Cwunre3 1,3-
JTUOKCOIMKIIAHOBBIX TPOM3BOAHBIX H30Kca3ojia W mupazona. // Xwumus wu
TEXHOJIOTHUSI TETEePOLMKIMYECKUX COCIMHEHMI: Marepuansl Bcepoccuiickoi
KOH(EepeHIIMH MOJOJBIX YYEHBIX, TIOCBSIIIEHHONM Tmpa3aHoBaHuto 100-metus
oOpazoBanus Pecnyonuku bamkoprocran. — Yda: Uzn-Bo «Peaktusy, 2017. — C.
120-121.

2. Jlykmuea C.A., T'omoBanoB A.A., HaukeOuss S.A., bexun B.B.,
Packunpauna I'.3., 3norckuii C.C. CuHTE3 U HEKOTOpbIE NPEBPALICHUS

IUKIMYCCKUX alleTaneil mporapruioBoro anpaeruaa. // XKypran oOmield XuMuu. —

2018. —T. 88. Ne 2. — C. 333-337.

77


https://elibrary.ru/item.asp?id=31209134
https://elibrary.ru/item.asp?id=31209134
https://elibrary.ru/item.asp?id=30609006
https://elibrary.ru/item.asp?id=30609006
https://elibrary.ru/item.asp?id=32542129
https://elibrary.ru/item.asp?id=32542129
https://elibrary.ru/contents.asp?id=34834874
https://elibrary.ru/contents.asp?id=34834874&selid=32542129

