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NzyyeHa Bo3aMOXHOCTh cuHTe3a 1,4-numetnn-9,10-antpaxuHona (JIMAX) us 1,4-HadToXUHOHA U
2,4-TekcamreHa Ha OCHOBE pa3paboTaHHOTO aBTOpaMM HOBOTO OJTHOCTAJIUIHOTO METOIA CUHTE3a 3aMellleH-
HBIX AHTPAXMHOHOB. PacTBOp BBICOKOBaHAIMEBOI Te€TEPONOIMKUCIOTE OpyTTo-cocTaBa Hi;PsMo4V(Og9
(TTIK-10) 6b11 ucnoib30BaH Kak OMMYHKIMOHAIBHBIN (KUCIOTHBIM M OKMCIIUTENIbHBIN) KaTaau3aTop.
IToka3aHo, 4TO peakiys ¢ ydacTueM 2,4-rekcaaneHa, B OTJINYre OT APYTUX METUIOYTaqueHOB, MPOTEKaeT
He TaK IIaAKo ¥ IPUBOIUT K oopa3oBaHuIo cmecu JIMAX 1 ero IMruaponpor3BOIHOrO0, a TAKXKe IIPOIYK-
TOB ocMoJieHUs1. OOCYKAeHbl BO3MOXHBIE TPUUMHBI MOJyYEHHBIX PE3YJbTaTOB.
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9,10-AnTtpaxuHoH (AX) U ero MNpPOU3BOIHBIE
(B yacTHOCTH, aKUJI-AX) SIBJISIFOTCSI BAXKHBIMU TTPO-
JyKTaMU1 OpraHn4eckoro cuHresa [ 1—6]. [Tomumo Tpa-
JTUIMOHHBIX 0bJ1acTeit — MPOU3BOJACTBA OPraHUUYECKUX
Kkpacuteneii [1, 2] u nepokcuaa Bonopona [1, 3] — oHu
HaXoIsAT MPUMEHEHUEe TakKKe B KauecTBE KaTajlu3aTo-
POB JEUTHU(DUKAIIUN TPEBECUHHI [ 1], X UCTIONB3YIOT
IS IPUTOTOBJICHYSI JIEKAPCTBEHHBIX TTperaparos [ 1, 4,
5], B asrekTpoHMKe [6] 1 T.1I.

Panee [7, 8] HamMu ObLIM pa3dpaboTaHbl OJHOCTA-
IVHBIE TIpoliecChl MoaydyeHust AX 1 ero mpou3BoOI-
HbIx U3 1,4-Hacdroxunona (HX) u 1,3-nrueHoB B ripu-
CYTCTBMU BOOHBIX PacTBOPOB BBICOKOBaHAIMEBBIX
MOIM(UIMPOBAHHBIX (HEKETTUHOBCKUX) T€TEPONO-
smkucaot (I'TIK) 6pyrro-coctaBoB HsP,Mo0,5V,0544
(I'TIK-7) u H;P3Mo,4V,(Og9 (I'TIK-10). B aTuX nipo-
lieccax peakliiusi TMEHOBOTO CHMHTE3a TEXHOJOornye-
CKM COBMEIIEHA C OKMCJIEHUEM 00pa3yloluxcs aj-
IykToB, a pactBophl I'TIK, KoTOphIe OMTHOBpEMEHHO
SBJISIIOTCSI CWIBHBIMU OpPEHCTEAOBCKMMU KUCIOTaMU
U 1OBOJIbHO CUJIbHBIMU OKUCIUTENSIMU C pe1OKC-T0-
teHuuajoM okojio 1.0 B [9], urparot ponab 0upyHK-
LIMOHAJIBHBIX KaTaan3aTOPOB: KMCIOTHBIX KaTajiu3a-
TOPOB B peaklliy JMEHOBOIO CUHTE3a U KaTaanu3aTo-
POB OKHWCJICHUS MOJY4YaeMbIX amayKToB. B HOBBIX
mpolieccax IIpH IMoTHou KouBepcun HX ynamocs no-
OUTbCS BBIXOAA liejeBbIX NMpoaykToB 70—90% mipu
coliep>kaHUU OCHOBHOTO BelllecTBa 10 97% [7, 8].
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Kak mpaBuito, peaknyy IIpOBOOMIN B M30BITKE
nueHa npu 80°C (auke 50°C gueHOBBIN CUHTE3 UIIET
OUe€Hb MEIJIEHHO [7]) MU MOJIbBHOM COOTHOIICHUU
I'TIK : HX =2 : 1. beiiim ncnoiib30BaHbl CMEITNBAIO-
II1eCs C BOJAOI OpraHuYecKue pacTBOPUTEIH (alle-
TOH U 1,4-groKcaH) NpU UX OOBEMHOM COOTHOIIIE-
Huu ¢ BogHbIM pacTtBopoM I'TIK, paBHoMm 1 : 2. Bax-
HO OTMETUTH, UYTO PACTBOPHI MOIU(PUIIMPOBAHHBIX
I'TIK oGagaroT BEICOKOI CTaOMJIBHOCTBIO, TIORTOMY
Iocjie pereHepalyy KaTalIM3aTOPOB KHCIIOPOIOM
pu 150—160°C [8] nx MOXHO BHOBb MHOTOKPAaTHO
UCTIONBb30BaTh B LIEJIEBBIX PEAKIIUX.

B HacToseit pabote nccienoBaHa BO3MOXHOCTD
pacimpeHus Kpyra cyocTpaToB IS TTOIYISHUST HO-
BBIX TIPOM3BOIHBIX AX. B yacTHOCTH, M3ydeHa Mpu-
MEHHMMOCTb pa3paboTaHHOTO HaMU paHee crocoba
st monydeHust  1,4-mumeTnn-9,10-aHTpaXxHOHA
(IMAX) u3 HX u 2,4-rekcagueHa, IpeacTaBIIsIIONIe-
ro co00If CMeCh TeOMEeTPUIECKIX M30MEPOB.

OKCITEPUMEHTAJIBHAS YACTD
Peaxmuewt

Hna cunre3a JIMAX mcrionb3oBann 1,4-HadTto-
xUHOH (97% ocHoBHOTrO BelllecTBa, “Alfa Aesar”) u
2,4-rekcagueH (coaepxKaminii, COIVIAaCHO ITacIiopT-
HBIM TaHHBIM “Acros Organics”, 90% mpanc—mparc-
uzomepa). Pesynbprarel ananuza metogamu IIMP u
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Puc. 1. UK-cnektp ucxomnHoro obpasua 2,4-rekcaaueHa, conepxaiiero 90% mpanc—mparnc-uzomMepa.

MK-cnekTpocKonuu TOATBEPAUIN, YTO B CMECHU
U30MepoB 2,4-TekcaaueHa AeiiCTBUTEILHO IMpeooJia-
naet mpaHc—mpanc-uzomMep. IIpucyTcTByeT TakKe
yuc—mpanc-uzomep (mosioca mnorioieHusi B K-
crrektpe 701 cm~! (puc. 1), a B cnextpe [IMP umeert-
CSl MYJIBTUILJIET IIPOTOHOB npu 6.3—6.4 M. 11.).

B kadecTBe GMGYHKIIMOHAIHLHOTO KaTajJn3aTopa
ncnonp3zoBasn 0.2 M pactBop I'TIK (MaccoBast KOH-
ueHtpaiusa 40%) opyrro-cocraBa H;P;MocV,,O0g
(I'TIK-10, M = 3580), cuHTE€3UPOBAHHOI MO METO-
nuke [9].

AHnanuz npodyKmoe peakuyuu

ITpoaykThel peakuuy aHaJIU3UPOBAIM METOIOM
BbICOKO3(P(heKTUBHOUN KMIKOCTHOI XpoMaTorpa-
¢dun (BOXAKX) Ha XuUIKOCTHOM XpomaTtorpagde Pro
Star 410 (“Varian”, CILIA), cHaGkeHHOM Y D-neTeKTo-
poM Photodiode Pro Star 335 (mivHa BoiHBI 247 HM).
IMponykTsl paznensiii Ha KojsoHKe Pursuit 3CI18
(247 X 4.6 MM) TIpM CKOPOCTH TIOHA4YM SIIIOCHTA
1 myi/MuH. B KauecTBe pacTBOpMUTEJIE B XpoMaro-
rpacMYecKMX omnepanusix HCIOJb30Bald METaHOJI
(99%, “J.T. Baker”) m TpHGMTOPYKCYCHYIO KHCJIOTY
(99%, “Acros Organics”), a Takke TeMOHN30BaHHYIO BO-
ay. CocraB amoenTa: 70% CH;OH + 30% CF;COOH
(pacTBOpUTENTH IJTs1 00pa3lioB — xjopodopm). ['pamym-
POBKY MPOM3BOIMIIN, UCTTONIB3YSI KOMMepUYecKHe obpas-
LBl 3aMEIIEHHBIX aHTPAaXWHOHOB ITpou3BoaCTBa “Alfa
Aesar” n “Sigma-Aldrich” ¢ conep>kaHueM OCHOBHOTO
BelllecTBa He MeHee 97%, a BHYyTPEHHUM CTaHIapTOM
CIYXUI OypoxuHOH (2,3,5,6-TeTpaMeTniIOeH30X1-
HOH) TaKoii 3ke 4ynucToThl (“Alfa Aesar”).

INonydeHHBIN TPOAYKT JOTIOTHUTETLHO aHATT3U -
pOBaIM METOIAMH XPOMAaTO-MacC-CIEeKTPOMETPUH
(XMC) u UK-criekTpockonuu.

CocTtaB peaklIMOHHOM CMeCH B XOJIe TTpoliecca KOH-
TPOJMPOBAIN METOJIOM TOHKOCJIOMHOI XpoMaTorpa-
¢dum (TCX) Ha mactuHKax Sorbfil (amoeHT — cMmech
OeH3o1a ¢ XJIopoopMOM B cooTHOIIeHUH 1 : 1).

Memoouka skcnepumenmos

Cunre3 JIMAX npoBoaWIN B TEPMOCTATUPOBaH-
HOM CTeKJITHHOM peakTope oobemMoM 100 M1, cHab-
KEHHOM pyOalIkoi Ajist 00orpeBa 1 00paTHbIM XOJI0-
nuibHUKoM. B peaktop BBoawiu 0.2 1 HX, 3arem npu
rnepeMeluBaHuN 100aBsSIIM OPraHMYECKUl pacTBO-
puUTEIb U TOCJE pacTBOpPeHUsl cyOcTpaTa BBOIWIU
pacueTHble kKonaudectBa 0.2 M pactBopa I'TIK-10 u
2,4-rekcagueHa. Ilocie aToro pyoalliKy peakTopa
MOoACOEeIUHSIN K TepMocTtary (momeinb LT-205A,
“3A0 JIOUIT”, Poccust), mpeaBapuTeIbHO HarpeTo-
My 10 80°C. Bce onbIThl MPOBOAWIN TP MHTEHCUB-
HOM MepeMellIMBaHUN PeaKIIMOHHON CMeCH MarHUT-
HOIT Memankoit (650 06/M1H) B TeYeHHE 3aTaHHOTO
BpemeHU. B xone cuHTe3a uBet pactBopa I'TIK B pe-
3yJIbTaTe BOCCTAHOBJIEHUSI M3MEHSIJICSI OT TEeMHO-
KPacHOTO A0 3eJIEHOTO.

Ilo okoHYaHMM OMNbBITA PEAKIMOHHYIO CMeECh
OXJIAXIAJIM 10 KOMHATHOI TeMIlepaTyphl, IIPOIYKThI
aKcTparupoBanu xiaopodopmom (3 X 30 mir), aKc-
TPaKT CYIIWIN Hal XJIOPUCTBIM KaJIblIMEeM, a XJIOPO-
¢dopM OTTOHSIIM Ha poTtopHOM wmcraputene. Ilomy-
YEHHbI TE€MHO-KOPUYHEBBIIA CMOJIMCTBIII OCTaTOK
BbICYyIIUBaIM B Bakyyme Haa P,Os, B3BelmIMBaiu u
aHanm3npoBanu MetogaMu BOXKX 1 XMC.

PE3VJIBTATBI 1 UX OBCYXIEHHUE

bruta nccaengoBana Bo3aMoKHOCTh cuHTe3a JIMAX
n3 HX 1 cMecu uzomepoB 2,4-rekcagreHa B IIPUCYT-
crBum pactBopa I'TIK-10 o cnenyronieit cxeme:
Ne 1 2019
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B nannoM ciaygae B peakuuio Juinbca—Ambaepa ¢
HX moryTr BcTynmaTh aBa TeOMETpUYSCKHX HM30Mepa
2,4-rekcanueHa: mpanc—mpanc (BapuaHT A) U yuc—
mpanc (BapuaHT b). OmHako HanboJiee 61aronpusT-
HOI SBIISIETCSI MpaHC—MpaHc-KOHMUTypaLus, I10-
CKOJIbKY B KOH(UTYpalUN YUC—MPAHC CYLIECTBYIOT
NPOCTPAHCTBEHHbBIC IIPEISATCTBUS I COIVMKESHUS
peareHTOB, OOYCJIOBJICHHBIE ITOJI0XKEHNEM OTHOM M3
METWIBHBIX Tpymil. IlostomMy yuc—mpanc-uzomep,
cKopee BCero, IOJKEeH pearupoBaTh HAMHOTO MEICH-
Hee, U IJIsT OCYIIIECTBICHUSI CUHTE3a ITOTPeOyIOTCs 3HA-
YUTEIHHO 00Jiee XXECTKHE YCIIOBUSI (TeMIIepaTypa BhILLIe
100°C [10]). Ho npu BBICOKMX TeMIepaTypax MOXET
MMPOUCXOIUTh OCMOJIEHNE PEaKIIMOHHOI CMeCH, a BbI-
IIe TeMrepaTypbl KMIICHUSI PeakKIIMOHHOIO pacTBOpa
(~100°C) mpouiecc TpUAETCS BECTU IIOI HABJICHUEM.
TeopeTuecki BO3MOXKHO CYIIECTBOBAHME TaKXKe
TPETHhETO TEOMETPUIECKOIr0o M3oMepa — yuc—uyuc-2,4-
rekcaaveHa, KOTOPhIid B YCIOBUSIX peakuyuu JImiib-
ca—AJbaepa ObLU1 Obl HEPEAKILIMOHHOCIIOCOOHBIM 1O
TOIT Xe MpUYMHE, YTO U yuc—mpaHc-n3omMep (IIpo-
CTpaHCTBEHHBIE 3aTpyaHeHUs ). OQHAKO B UCXOTHOM
obpasne 2,4-rekcagueHa STOT M30MEpP, COIVIaCHO
ganHbiM IIMP u MK-cnekTpockomnuu, OTCyTCTBO-

aj. Kpome TOoro, HeoOGXOIMMO YYMUTHIBATH, YTO B
kuciioit cpene (B Tom uucie B pactBopax I'TIK) Bo3-
MOXHa TpaHchOopMalrs TeOMEeTPUIECKUX N30MEPOB
apyr B apyra [11].

Peakuuio 2,4-rekcaguena ¢ HX B mpucyrcTtBuu
pactBopa I'TIK-10 mpoBoguiau B COOTBETCTBUU C
MeTonuKoM [8], pazpaboTaHHOI paHee sl APYTUX
1,3-nueHoB (80°C, Bpems peakuuu 7 4, pacTBOPHU-
Tenb 1,4-m1oKcaH), UCIOAb3ys, OMHAKO, OoJiee 3Ha-
YUTENbHBINA U30BITOK AueHa (2 : 1), yeM B pabdote [8],
MOCKOJIbKY UCXOJITHBIM COEIMHEHUEM ObLIT HE Y CThIN
2,4-rexkcamueH. CorjmacHo gaHHbIM BOXKX, B pe-
3yJIbTaTe peakiuy 00pa30BBIBAIIACH CMECh YETBhIPEX
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KOMITOHEHTOB, COAEpXalllas KakK LeIeBOil MPOLYKT
AMAX (29%), Tak n gurunpo-JIMAX (28%), a Takxe

25% wncxoagHoro HX v mpoayKThl KOHAEHCAILIMU B BU-
Jie CMOJI.

Taknm o6pa3zoM, oKa3ajaoCh, YTO CUHTE3 COOTBET-
CTBYIOIIETO aHTpaXMHOHA U3 2,4-reKcaareHa npoTe-
KaeT He CToIb 3(ppeKTUBHO, KaK U3 Apyrux 1,3-mue-
HOB [8]. IToaTOMY BO3HUKJIA HEOOXOAUMOCTh U3Me-
HUTH ycjoBusi Tipouecca. C 1Iedbl0 YCKOPEHUS
peaky AUEHOBOTO CUHTe3a (111 JOCTVKEHUS 10~
HoM kKoHBepcur HX) M30BITOK aueHa II0 OTHOIEe-
Huto Kk HX 6bu1 yBenimueH 10 5 : 1 nmpyu coxpaHeHUU
HEU3MEeHHBIMU TIpoumx ycyioBuii. Yepes 6 4 mocie
Havajia peaklun K cMeCu ObUT JOMOJIHUTEIBHO T0-
6ayieH 1 M ucxonHoit I'TIK-10, mockoabKy pacTBOp
MprUOOpPeE TEMHO-3EJEHBI LIBET U CTajlo MOHSITHO,
YTO OKUCJICHUE AITYKTOB YK€ TIPAKTUYECKU HE TIPO-
HWCXOMIUT, TaK KakK, IT0 HAIIIMM JaHHBIM, OKUCIUTEIb-
HbI1 moreHuman pactBopa I'TIK-10 takoro uBera,
Kak TpaBuio, He mnpeBbinaeT 0.7 B (oTHOCUTENbHO
HBD3). Ananuz metogom TCX 1okasas, 4To 1 yepes
7 4 B peakLIMOHHOI1 cMecu Bce elne ocraetcss HX.
IMosTomy myist 3aBeplcHUSI OUEHOBOIO CUHTE3a K
cMmecu po6asuiu enie 0.1 mit 2,4-rekcagueHa v 3.5 M
I'TIK-10 u nponosxuau 1poliecc mmpu tex xe 80°C B
TedeHue emre 5.5 4. B urore yepes 12.5 4 noayumian
cmech 28.5% JAMAX u 35% muruapo-AMAX (o
maHHpIM BO2XKX). B BbIIeICeHHOM IPOAYKTE OCTa-
Joch Takke 16% HX (cMm. puc. 2).

bruta npeanpuHsiTa MONBITKA YIYYIIUTh OKa3a-
TCJIN IpouHecca IyTEM ITOBBIIICHUSA TEMIICpaTyphbl.
DKCIEPUMEHT, IPOBEAECHHBIN P T€X XK€ YCIAOBUSIX,
YTO U B UCXOJITHOM OITBITE, HO TIpu TeMItepaTtype 90°C
IO3BOJIMJI YBEJINYUTh KOHBepcuio HX, ogHako mpu
3TOM 3aMETHO CHIXKAJIOCh COAepXKaHUEe aHTPaXUHO-
HOB BCJICICTBHE OOpa30BaHMsI OOIBIITETO KOJTUIESCTBA
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Puc. 2. Turmmunass BO2KX-xpomarorpamma rnpoaykra: / — CMOJIMCTBIE TPOAYyKThl KoHAeHcauu, 2 — HX, 3 — AIMAX, 4 — nu-
ruapo-AMAX.

Ta6uuua 1. 3aBucumocts Beixona JIMAX oT yclIoBUit ITpOBeeHMSI ITpoliecca

CymmMapHoe
Bpems o Mosbroe Mousroe Konsepcus conepxanue [IIMAX | ConepxaHue
eaKkInn, 4 T.°C OTHOIILIEHUE | - OTHOLICHME HX, % ¥ muruapo-JIMAX AMAX, %
beakiui, qmen: HX | TTIK:HX » 7 AHTHAP » 7
B TBEPIOM IponyKTe, %
7* 80 2:1 0.75:1 75 57 29
7* 90 2:1 0.75:1 85 52 27
12.5% 80 1.5:1 1.3:1 84 63.5 29
24%* 80 — — 93 67 25
THEE 80 1.2:1 1:1 100 99 99

* Conepxanue HX 1.9 x 10~3 monb (0.2 1), 0.20 M pactBop I'TIK-10, o6bemHoe oTHOIIeHue [TIK : nnokcan =1 : 1.
** (.56 T cMecH IIPOAYKTOB U3 IBYX IPpeAbIayIux onbiToB, 15 M I'TIK-10, 15 M quokcana, 0.6 M1 nueHa.
*** Pesynprarhl cuHTe3a 1-MeTmin-AX uz HX u mpanc-nunepuinena [8].
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cmoi. TakuMm o6Gpa3oM, MOBBIIIEHUE TeMITepaTyphl
npoliecca Bailre 80°C saBisgeTcs HeopaBIaHHBIM.

Hoburbkcs monHoii KoHBepcun HX MBI TToTbITa-
JIUCh B CJIEAYIOIIEM OIbITe, OObEIUMHUB CUHTE3UPO-
BaHHBIC IIPOAYKTBI M3 TMPEIbIAYIIMX IBYX OIIBITOB
(0.56 1) 1 MPOJOJIKUB IIpoLiecC B TeyeHue 9 4 mpu
80°C, ucnonp3ys 15 mn 0.2 M I'TIK-10, 15 M1 nnok-
cana u 0.6 mu 2,4-rekcagneHa. B pesyiabrate GblLia
ToJydeHa cMech, coaepxkaias (1o raHHeiM BO2KX)
7% HX, 25% IMAX u 42% nurunpo-JIMAX. Ana-
3 MetonoM XMC nokasai, 4YTO COOTHOILIEHUE -
ruapo-AMAX : IMAX = 68 : 32 (t1.e. 2.125 : 1). Pe-
3yJIbTaThl TIPOBEACHHBIX DKCIIEPUMEHTOB TIPEICTaB-
JIEHHBI B Ta6I. 1.

Takum obpa3oM, gaxke MpUMeHEHNE MHOTOKpaT-
Horo n36nITKa 2,4-rekcanuerna u I'TIK-10 u yBenmmue-
HUE BpeMEHMU IIpoliecca He ITO3BOJISIET OCYIIECTBUTh
noiaHoe mpeBpaiteHue muruapo-IAMAX B JIMAX.
ITockobKy B aHAJIOTMYHEIX YCIOBUSIX B PEaKIIMSIX C
y4acThEM OPYTUX METWIOYTAAWEHOB HAOIIOMAETCS
MpakTUYecKu IToHast KoHBepcusa HX [8] (HiukHss
CTpoOKa B TabJ1. 1), MOXHO IIPEAIIONIOXUTh, YTO B TaH-
HOM cJlydae B YCJIIOBUSIX peaKIIMU ITPOUCXOOUT MU30-
Mepu3anusl IpeobIagaloniero B MCXOOHOM cMecHu
mpanc—mpaHc-u3oMepa  2,4-rekcagyieHa B yuc—
mpaHc-u30Mep, KOTOPbIA 3HAYMTEIIbHO MEHEE peaK-
LHUOHHOCHOCOOeH B peakuuu Juiabca—Ambaepa.
KpoMme Toro, HabiomaeMoe OCMOJEHME TIPOAYKTa,
BEpPOSITHEE BCEro, OOYCIOBJIEHO MNOJIUMEpU3alieid
KaK yuc—mpauc-, Tak W, YaCTUUYHO, MPAHC—MPAHC-
nzomMepa 2,4-rekcagreHa:

CH, H;C  CH;
/ 13
n — —
~
CH3 CH3 H3C n/z
CH; H;C  CH;
/ t
n — —
~
CH, CH;  HC |,

CrnegoBaTebHO, TIPU MCITOJIb30BaHUU 2,4-TeKca-
JUeHa He YyOaeTCs peaau30BaTh OAHOCTAAWIHBIN
npoiiecc cuHTe3a JIMAX 13 HX co cToib Xe BBICO-
KOi1 3((DEKTUBHOCTHIO, KaK B peaKIUsIX C y9acTUEM
MOHOMETHJIBHBIX IIPON3BOAHEIX 1,3-OyTamueHa.
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SAKJTIOYEHHME

Hrak, ncciaenoBaHne BO3MOXHOCTH pealn3alluy
omHocTaguitHoro cuHTe3a 1,4-nmumermin-9,10-aHTpa-
xuHoHa (JIMAX) mo peakuuu 1,4-HadTOXMHOHA C
2,4-rekcagueHoM (90% mparc—mparnc-u3oMepa) B
MIPUCYTCTBUM pacTBopa MOIAU(PUILIMPOBAHHOIM BHICO-
koBaHanueBoil I'TIK-10 nmoka3zajo, 4To B Xoae Ipo-
1ecca oopasyetrcss cMecb JIMAX u nuruapo-IAMAX,
a TakxXe MPOIYKTHI ocMojieHrs1. OO0pa3oBaHUE CMOJ
OOyCJIOBJIEHO, BEPOSITHO, IIOJMMEpU3alUuel Kak
yuc—mpanc-u3omepa 2,4-rekcaguera, o0Jamaronie-
IO HU3KOM PEaKIIMOHHOM CITIOCOOHOCTHIO B peaKIIMU
Junbca—Anbaepa, Tak 4aCTUIHO U MPAHC—MPAHC-
n3oMepa. Takum oOpa3oM, CHHTE3 COOTBETCTBYIO-
mero aHTpaxuHoHa (IMAX) u3 2,4-rekcagueHa
nporekaer He Tak 3(h(PEKTUBHO, KaK M3 MOHOME-
TUJIBHBIX TIPOU3BOIHEBIX 1,3-OyTamueHa.
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Synthesis of 1,4-Dimethyl-9,10-Anthraquinone from 1,4-Naphthoquinone
and 2,4-Hexadiene in the Presence of Heteropoly Acids

L. L. Gogin* *, E. G. Zhizhina“, and Z. P. Pai“
¢ Boreskov Institute of Catalysis, Siberian Branch, Russian Academy of Sciences, Novosibirsk, 630090 Russia
*e-mail: gogin@catalysis.ru
Received June 27, 2018

Abstract—The synthesis of 1,4-dimethyl-9,10-anthraquinone (DMAQ) from 1,4-naphthoquinone and
2,4-hexadiene was studied based on a new one-step method developed by the authors for the synthesis of
substituted anthraquinones. A solution of high-vanadium heteropoly acid with the empirical formula
H;;P;Mo,4V,i0g9 (HPA-10) was used as a bifunctional (acid and oxidation) catalyst. It was found that a re-
action with 2,4-hexadiene, unlike other methylbutadienes, does not proceed so smoothly, and it leads to the
formation of a mixture of DMAQ, its dihydro derivative, and tarry products. Possible reasons for the results
obtained are discussed.

Keywords: anthraquinones, diene synthesis, high-vanadium heteropoly acids
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