Xumusi B uHTepecax yctonumBoro passutms 21 (2013) 123-127 123

YK 547.655.6+547.673+547.315.2+546.185°776°881.5+542.943.7

MasnooTxoaHbIl one-pot nmpomecc MOJy4eHusA aHTPaAXMHOHA
JMEHOBHIM CMHTE30M B IMPUCYTCTBUN PACTBOPOB IeTepPONOJIMKCIOT

JI. J1. TOMUH, E. T. XXMXXUHA, 3. M. NANA

UHcTutyT katanmsa nm. I. K. bopeckoBa Cnbupckoro otgenenvsi PAH,
npocnekT Akaaemuka JlaBpeHTbeBa, 5, HoBocnbupck 630090 (Poccus)

E-mail:gogin@catalysis.ru

(IToctynmma 09.10.12)

AnHoTanms

Kucnorno-karanurnieckyo KoHzeHcanuioo 1,3-OyTanmeHa ¢ napa-XMHOHAMM ¥ OKMCJIEHME II0Jy4daeMbIX
aJIYKTOB MOJKHO IIPOBOANUTBL B OOHY TEXHOJIOTMYECKYIO CTaAMIO B IIPUCYTCTBUM BOAHBIX pacTBopoB Mo—V-P
rerepononukucior (I'IK) obmero cocrasa H,P, Mo,V O,. Otu pacrsoper 0bnafaror 61y HKIMOHAILHBIMI Ka -
TAJIUTUIECKNUMY CBOMCTBaMM, OyLydM OJHOBPEMEHHO CHUJIBHBIMM OpPEHCTENOBCKVMMM KMCJIOTAMM ¥ JOBOJBHO
CMJIBHBIMI 00PaTUMO JeiicTBYyIoImMy okucanTeamu. Kongencanna 1,4-HadroxuHoHa ¢ 1,3-6yragueHom B pac-
tBopax I'IIK mpuBomut k nomydenmio 9,10-anTpaxmuoHa (AX) B cMmecu c TerparmpgpoaHTpaxuHoHoMm (TTA)
u muruapoanTpaxmuoHoM ([IT'A). B xome omHOCTaAMITHOTO IIpoliecca, MPOXOIAIIero 0e3 MCIIOJb30BaHUA opra-
HUYeCKNUX pacTtBopuresieir, pactsop I'IIK BoccTanaBimBaeTcA, M M3 HETO IOYTM KOJMYECTBEHHO BBINANAET
majopacTBopumasa cmeck TTA, ITA n AX (mo 50 %). Boixon 1 uncrora AX MOTyT OBITH 3HAYMTEJBHO MOBBI-
IIIeHBI 32 CYET JMCIIOJIb30BAaHMA OPraHMYECKUX PaCcTBOPUTEJIEN, CMEIIMBAIOIMXCA C BOLOV (HalpuMmep, alleToH,
1,4-mmoxcan), a Take BblcokoBaHaameBbIx I'IIK cocraBa H;P,Mo,3V;049 1 H;;P3Mo0,5V;Ogy. Onrmmmsarmsa
IpoIiecca MO3BOJNJIA MOJIYyUIUTh IPOAYKT, cogepskammuii He MeHee 90 % AX. IToryueHnnsle B paboTe pesyJsbTa-
TBI OTKPBIBAIOT IIEPCIEKTUBBI CO3JaHMA MaJIOOTXOLHOTO ONHOCTAIMUIIHOTO HpoIjecca mpomssBoacTBa AX us
1,3-0yranuena u 1,4-HaTOXMHOHA.

KiroueBbie caosa: aHTPaXMHOH, IeTepPOIIOJIMKMCIIOTHI, IOVEHOBBIVI CUHTE3

BBEAEHME

9,10-AnTpaxnHoH (AX) — BayKHBI TPOAYKT
opranmueckoro cuaTesa [1]. OmHuM 13 TPOMBIIII-
JIeHHBIX MeTOoJOB cuHTe3a 1,4,4a,9a-TeTparunpo-
anTpaxuuoHa-9,10 (TT'A), 1,4-puruapoanTpaxy-
HoHa-9,10 (AT'A) n AX ABiAeTcA AMEHOBBIN CUH-
Te3, KOTOPbII OCHOBAaH Ha KaTAJMUTUUECKOM Ta-
30pasHOM OKMciaeHuy HadramauHa B 1,4-HadTo-
xuHoH (HX) u pearnum nocaenuero c 1,3-6yra-
nueHoM [1]. IlepBuyuHbIe IPOAYKTHI IPUCOEIMHE-
HIUA (QAIYKTHI) IIOJIYYal0T B OPTaHMYECKUX PaCTBO-
purenax nox nassenueM 1,3-Oyrammuena B 0.3—2
MIIa nay B IPUCYTCTBUM OPTaHMYECKNUX KIUCJOT
(oA CHUIKEeHUA OaBJEHU:A). ANNYKT OMEHOBOTO
cunteda (TTA) mon meiicTBUEM KUCJIOT WUJU Ie-
Joueit u3oMepusyereda B 1,4-qurnapo-9,10-nurma-
POKCHAHTpAlleH, a IIOCJIeIHNI OKUCIAeTCA Jajee

0 Tormu JL. JI., Hmwxuna E. T, ITain 3. I

B JITA n AX CUJIBbHBIMUM OKUCJIUTEIAMM B KUCJION
cpene (CuCl,, HyO, nim NaClO, [2]) nnm kucso-
pozioM Bo3ayxa B IIeJIOUHOI cpene [3].
OxucieHnye KMCJIOPOIOM Pa3JIMUHbIX OPraHM-
YecKUX cybcTpaToB MOMKHO IIPOBOAUTH
B [IPUCYTCTBUM BOOHBIX pacTBopoB Mo—V—P rere-
porosmkncaor (IIIK). O6brdHO 3TOT Ipoliecce mpo-
TekaeT B niBe cramyy. Ha mepsoit cragum cyberpat
(Su) oxuciaerca pacrsopom I'TIK mo peakiym
m/2Su + m/2H,0 + I'TIK - m/2Su0 + H,, I'TIK (1)
Ha BTOpOII cTaguu BoccTaHoBseHHaA popma 'K
(H, ,T'IIK) oxkncaaerca kucyoponom [4—6]:
H, IIK +™/,0, - T'IIK +™/,H,0 (2)
Taxum obpasom, pactBopsl I'IIK geiicTByOT
B KaTaJMTUYeCKUX mnpoieccax (1) n (2) kak o0-
pamumsle OKUCAUMEAU, B KOTOPBIX PeIOKC-Ipe-
BpallleHMa IpeTepIeBalT aToMbl BaHazua (VV
R VAR vA O )
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Cxema 1. One-pot nporecc monydenusa AX nMeHOBBIM CUHTe30M B pactBopax Mo—V—P TI'IIK.

Panee [7, 8] MBI npeaJIoKMIN UCIIOIBL30BATH
BonHble pacTBOopbl Mo—V—P TIIK, koTopsble
IIpeICTaBJIAIT c0D0J OTHOBPEMEHHO KVCJIOTHBIE
KaTaJn3aToOpbl U JOBOJBHO CUJIbHBIE OKVICJINTE-
au, niaa nonydenua AX peaxiumeit 1,4-nadro-
xuHOHa ¢ 1,3-6yramnenom. Vcnoab3oBaHue pac-
TBopoB I'IIK B KayecTBe OM(PYHKIMOHAIBHBIX Ka-
TaJ3aTOPOB II03BOJAET IIPOBOAUTH cMHTe3 AX
B OJIHY TEXHOJIOTMYECKYIO CTaIMIO, T. €. OCYIIIeCT-
BJIATHE one-pot mporecc (cMm. cxemy 1). ITo oxon-
YaHMM DTOTO IIpoliecca BOCCTAaHOBJIEHHBIN pac-
TBop I'ITK MoXeT OBITH OTZEJIEH OT TBEPIOro
ocajJika IIPOAYKTa (PUIBTPOBAHMEM VI PEreHepu-
pOBaH, HaIpUMep, KICJOPOLOM IO/ AaBJIEHVEM
[9]. B aToM coryuae cyMMapHBIN IPOIECC MTOJIyde-
Hua AX B npucyrcrBum pactsopa I'ITK mosxkHO
paccMaTpMBaTh KaK KaTaJIUTUYECKUI: JVIEeHOBBII
cuHTe3 Katamuaupyerca ['IIK, a oxkuciaenue mo-
JydaeMoro ajgnykra B AX KMCJIOPOJOM — BaHa-
nuiiconepsxatieir I'TIK.

B paborax [7, 8] npu B3anmopeiictBuu OyTa-
nuena ¢ HX B nmpucyrcersun pacrsopa I'ITK mo-
Jy49aJiiCh CMeCU IIPOJNYKTOB, COZEpKalllyie II0-
MyuMo AX YaCTUYHO TUAPUPOBAHHBIE IIPONYK-
el (TTA un ITA). B HacToAieit pabore mpose-
JleHa OITMMM3alysdA YCJIOBUI OCYIeCTBJIEHNUA
one-pot mponecca cuHTeda AX C I[eJBI0 IOJY-
YeHNA MIPaKTUYeCKM 4ucToro npoxykra. Harige-
HBI YCJIOBMSA, B KOTOPBIX CTAINUM OKMCJIEHUA aJi-
JIYKTOB IMEHOBOTO CMHTEe3a IIOYTMU IIOJHOCTBIO
CIIBUHYTBI B CTOPOHY I1€JIEBOTO IPOAYKTA.

SKCMEPUMEHTAJIbHASl YACTb

B pabore mcnosnbzoBasuck 1,4-HapTOXMHOH
n 9,10-aHTpaxMHOH Npom3BojacTBa (pupmer Alfa
Aesar. Bo Bcex omblTax mcnosbzoBain 1,3-0y-
taguen (C,Hg) 99 % umcrorel TerparmgpoaHT-
paxuaoH u JAT'A cuHTe3mpoBaJMCh IO M3BECT-
HBIM MeToauKam [10].

B skcmepmMeHTax MCIOJB30BAHBI PACTBOPHI
0.2 MTIIK-x (x — umcjo aTOMOB BaHaAUA B

TIIK) pasubix OpyTTo-cocraBoB: I'TIK-4 cocra-
Ba Kerrnna (H,PMogzV,0,,), BbICOKOBaHaIMEeBbIE
HEeKerTMHOBCKUeE pacTBOPEI TIIK-7
(H,5P4;Mo,5V;049) u TIIK-10 (H;,P3Mo0,4V;Og)-
Pactreoper I'TTK cuHTE3MpPOBaHBI IO METOIUKE,
onmcaHHOI B pabore [11].

AHaJM3 IPOAYKTOB PEAKLNY OCYIIECTBIIAIN
meTonoM BIMX. Jlia 5TO 1eJM MUCIO0JIb30BaJI-
cA KUIKOCTHON XxpoMmaTtorpad ProStar, cuabixeH-
Heli ProStar 410 AutoSampler, ProStar210,
ProStar218 Solvent Delivery Module, Varian
500-LC Column Volve Module 1 Y®-gerexro-
pom Photodiode ProStar 335 (mnamHa BOJIHBI
247 um). Pagnenenye IpogyKTOB IIPOBOAMIIOCH Ha
roJouke Pursuit 3 C18 (247 x 4.6 MM) Ipm CKO-
poctu nojauy suoeHTa 1 mu/muH. g xpoma-
Torpaduy MCIOJb30BAJICh PACTBOPUTENN IIPO-
M3BOJICTBA CJENYIOMNX (PMPM: METAHOJ — (PUp-
ma J. T. Baker, 99.9 %, UV-IR-HPLC; a1ero-
Hutpua — Panreac, 99.9 %, HPLC-gradient
grade, PAI-ACS; TpudropyKkcycHasa KIUCJIOTa —
Acros Organics, 99 %, xBammduranumu “oc.u.”,
a Tak'Ke JEeMOHM30BaHHAA BOJA ([IEMOHM3ATOP
Barnstead EASYpure RF Series 1051). Cocras
amoenTa: 70 % CH;O0H + 30 9% CF3;COOH (pac-
TBOPUTEJIb AJA 00pas3IoB — XJOPOdOPM).

CurTes AX NpoBOaMIM B TEPMOCTATIPOBAH-
HOM aBTOKJIABe U3 HEeP’KaBeIOIlell CTaJM Co
CTEeKJIAHHBIM CTaKaHOM-BKJAJbIIIIEM, B KOTOPBII
BBOJYM 15.6 Mut pacTBopa 0.2 M I'TIK un 0.2 T cy6-
crpata (HX). B ciydae npumMeHeHns opraHmudec-
KOI'O PacTBOPUTENA CcyOCTpaT IpeaBapUTesbHO
pPacTBOPAJM B HEM. 3aTEM aBTOKJIAB COEIVIHAJN C
6assmoHOM ¢ OyTaMeHOM M IIPOLyBaJn JJIfd yaa-
JIeHUsA BO3JyXa IPY 3aJaHHON TeMIeparype 1
6e3 mepemenmmBaHuA. ITocse artoro “pybarky”
aBTOKJIaBa IPUCOENUHANM K IPeBAPUTETIHLHO
HarpeTomy 1o TpebyeMoil TeMIepaTyphl TepMo-
cTaTy M Ha4YMHAJM [IepeMellyBaHue. Bce cuHTe-
36l AX NIpOBOAMIIM TPV MHTEHCHBHOM IlepeMe-
IMBAHNY PEAKLIMOHHOV CMeCy MarHUTHOM MellaJ-
Koit (650 mMuH ') B Tewenme 1-9 u B aTMocdepe
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Oyranmena. B xone cunresa pactsop I'IIK mpetep-
TieBaJl BOCCTaHOBJIeHME [12] ¢ M3MeHeHMEeM I1BETa OT
TEMHO-KPACHOTO JI0 3€JIEHOTO WV TEeMHO-CUHETO.

113 BoccranoBienHbIx pactBopoB I'ITK ocasx-
JIaJIVICh MAJIOPAaCTBOPYIMBIE TBEpPJible IIPOAYKTHI:
AX 1 ero 4aCTUYHO IMAPUPOBAHHBIE IIPOM3BOJI-
Hble (B OTCYTCTBME OPTaHMYECKUX PACTBOPUTE-
Jet — o0Obpr4HO 110 97 % OT MOJYYEHHOro KO-
JudecTBa). VIx oT(pUIBTPOBBIBAJN, IPOMBIBAJIN
BoJolt 1 BRICymMBaau Hag PyO5 B Bakyyme. Oc-
TaTKY [IPOAYKTOB (IIPY MCIOJIb30BAHNI OPraHN-
Jeckux pactsopuresein 1o 10 % oT mosmydeH-
HOTO KOJIMYEeCTBa) HKCTPArMpoOBaJy M3 BOCCTa-
HoBJieHHOTO pacTBopa ['IIK xjmopodopmom
(3 x 30 ma1). ITory4ueHHBII DKCTPAKT IIOCJE BbI-
cymmBaHusa Hajx MgSO, ynapmBananm no obpa-
30BaHMA cyxoro BemjecTa. O0beIMHEHHBIN Cy-
X0} OCaJioK B3BEIUVBAJM JM 3aTeM aHAJM3MPO-
BaJu meronoM BOMHX.

Crenens rouBepcun HX (Xyx) BeIUMCIIANACH
no dopmyJie
Xux = (MCux 0100)/ Myx
rme M — Mmacca CyXOro ocajgka IIPOLYKTOB, T;
Cux — mosna HX B ocagke COIJIACHO aHAJM3Y;
Myx — HaBecka mcxopnoro HX| r.

Boccranosnennnni pactsop I'IIK perenepu-
pOBaJIM B aHAJIOTMYHOM OIVMICAHHOMY BBIIIIE Tep-
MOCTaTMPOBAHHOM aBTOKJIABE CO CTEKJIAHHBIM
CTaKaHOM-BKJAJbIIIEeM IIPY PO2 = 200—-400 xIIa
¢ nepememnBarneM npu 140—160 °C B Teuenue
25—30 muH [9].

PE3VYJIbTATbl U OBCYXXAEHUE

Ilna ompenesieHUA ONTUMAJBHOTO BpeMeHU
peaxrIMm IoJydeHa 3aBMCUMOCTb CTEIIEHV KOH-
Bepcur HX oT mpomossKuTeIbHOCTU PeaKIINN.
Huske nmpuBenieHb! naHHBIE 110 CTEIIEHM KOHBEP-
cvy HaTOXMHOHA Xpyx OT BPEMEHM pearkumy T
IIpY CJEeAYIOIMX YCJIOBUAX IIpolecca: 15.6 mu
BogHoro pacrsopa 0.2 M I'TIK-4, mosapHoe oT-
vomrenne I'TTK-4/HX = 2, naBieHne Oyranue-
Ha P = 150 kIla, Temneparypa 80 °C:

60 80 120 300 540
58.7 66.8 99.2 982 981

T, MUH
XHXv %
BunHo, 94To mpaKTMUUeCcKu MIOJIHOe IIpeBpalleHye
HX nocturaerca 3a 2 4. B To ke BpeMsa u3BecT-
HO [10], uTOo A 3aBepleHMs pearknuu OyTa-
nnena ¢ HX B sraHosie 6e3 KataamsaTopa Tpe-
Oyercsa HarpeBaHume B TeueHme 3 4 npu 100 °C.

Taxum obpasom, mpumeHeHue pactBopa I'IIK
KaTaJu3upyeT PeaklMio NMeHOBOTO CUHTe3a, 3a-
MeTHO YCKOpPAA ee.

Kak ormeuasiocs BeIllle, B pabotax [7, 8] mpnu
OCyILIeCcTBJIEHUN one-pot mporjecca MNONIydYeHUA
AX mpu atmocdeprom pasieryy u T = 80—90 °C
B OTCYTCTBME OPTaHNYECKOTO PACTBOPUTEIA UJIN
B IPUCYTCTBUM HECMENIMBAIIErocd € BOOON
pactBopuTesna (XJI0podOpM, TPUXJIOPITUIIEH)
HaMM OBLIM IIOJIyYeHBI CMECH HeThbIPeX BeI[eCTB
(cmempr HX + TTA + ITA + AX; cm. cxemy 1),
conmepskauine He Ooyee 50 9% AX. B cBaswu
C 3TUM MOJKHO IIPEAIIOJIONKUTb, YTO CKOPOCTb
OKMCJIEHNA afIyKTOB AMEHOBOro cuHTe3a B AX
MOJKHO YBEJMUYNUTL 33 CUeT IIOBBIIIEHUA TeMIle-
patyps! nporecca. OqHAKO MOBBIIIEHNE TeMIIe-
patypsr 10 135 °C morpeboBaJsio 3HAUUTEIHHO-
ro gaBJeHUA OyTagueHa ([JsA KOMIIEHCAIM BbI-
COKOTO TIapPIMaJbHOTO AaBJIEHNA BOABI) U HE IIPU-
BEJIO K CYIIIECTBEHHOMY YBEJUYEHUI0 COLEepsKa-
Husa AX. Bojee TOro, 0OCHOBHBIM IIPOIYKTOM pe-
akiuu (mo 65 % oT Macchl ocagka) IpU TeMIle-
parypax Boirre 100 °C okazasca TT'A. ITo-Buan-
MOMY, 9TO O0YCJIOBJIEHO OoJiee HUBKMUM (He)KeJn
B caydae TemuepaTypbl B 90 °C) naprmajJbHBIM
JlaBJIeHreM OyTaJiieHa, KOTOpoe JIMMUTUPYET IIPo-
1lecc IMEeHOBOTO CHHTE3a M, CJeJ0BATEJILHO, BeCh
nporecc cuHTe3a AX. B nanbHelieM uccienoBa-
HIA IIPOBOJVIJIVICE IpU TeMrlepaTypax mHmxe 100 °C.

Kpome ToOro, Mbl mpejarosioMKmIN, 4TO He-
IIOJIHOTA OKMCJIEHMA afiIyKTa AVMEHOBOTO CUHTe-
3a B IPUCYTCTBUM BOAHBIX pacTBopoB I'TIK obyc-
JIOBJIEHA TeTEePOTEeHHBIM COCTABOM PEaKIVMOHHO
cmecn. (1,4-Hadproxuaorn B pacrBope I'IIK ma-
gopactBopuM, a TTA n JITA nioxo pacTBops-
I0OTCA JajKe IPY HarpeBaHMM; JMCIIOJIb30BAaHHbBIE
paHee HEIMOJIAPHbIE OPTaHMYECKNE PaCTBOPUTE-
Ay He cMemuBaauch c¢ pactsopom I'IIK.)
B 9T07 cBABM peakIua OKUCJIEHNUA aJIyKTOB Ha
rpaHuIle paszgesa pas IpoTeKaeT JOBOJILHO MeJ-
JgeHHO. OHUM 13 BapMAHTOB ONTMMMU3ALUM yC-
JIOBUIi one-pot mporiecca nosyueHnd gmuctoro AX
MOSKET OBITH MCIIOJIb30BaHNME OPTAHNIECKIUX pac-
TBOpUTEJEN, KOTOpble MOTYT pacTBopATb HX
U CMeNIMBaThCA ¢ Bojoi. O0A3aTe IbHOE IOI0JI-
HUTeJbHOe TpeboBaHME K TaKUM PacTBOPUTE-
JAM — MX ycToiumBoCTh K peiictBuio I'IIK (mo-
BOJIBHO CUJIBHBIX OKVICJIMTEJIENN).

B Tabus. 1 mpuBeneHb! pe3ysbTaThl SKCIIEP-
MEHTOB C HECKOJIbKVMM TUIPOPUIBHBIMI PACTBO-
puresaMu. BugHo, 4TO MCIOJIL30BaHME alleTo-
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TABJINIIA 1

N. N.TOMMH v pp.

3aBUCUMOCTD II0Ka3aTeJiei one—pot mponecca IIoJy4YeHusa AX ot IPpUPOAbLI PaCTBOPUTEJIA. YcnoBusa:

15.6 ma BogHoro pacrsopa 0.2 M T'TIK-4, mosnapuoe orsomenne I'TIK-4/HX = 2, naBsennue OyrajueHa

P = 200 xIla — PHZO’ BpeMA peakiym 7 4, 00beM OPraHNYecKOro PacTBOPUTENA 8 MJI

PacTtBopuresnn T, °C IlpomyxTel peakumy, MoJ. % Xux, % Brixon AX, %
AX TTA IOTA HX

Bopa* 80 51.7 22.9 16.0 41 97.1 279

ArneToH 60 834 18 12.6 0.4 99.5 73.4

JIzonmpomnanon 80 58.0 16.5 17.0 3.4 97.3 35.7

IMCO 80 72.3 9.9 13.3 0.8 99.7 22.8

1,4-Inoxcan 80 84.5 - 14.7 0.2 99.8 69.7

ITpumeuarus. 1. 3gech u B Tabs. 2, 3: Beixon AX paccumrTaH Kak OTHOIIEHME MaccChl ITOJIy4eHHOro AX K TeopeTudecKyu
BO3MOYKHOMY ero koJsindectBy. 2. JlaBinenmue Bonbl npu 60 °C pasuo 20 xkITA, nmpu 80 °C — 47 klla, nmpu 90 °C — 70 xIla.

*“Bpema peakuun 9 4.

Ha u 1,4-nMoKcaHa IIO3BOJIAET IIOJIYUUTH IIPO-
IYKT, COIepsKalmii npemmyliecTBeHHO AX n
AT A. Conepsxanne TTA u ncxonuoro HX B mmpo-
IyKTe oueHb HM3Koe. IIpm mCrosb30BaHUM OU-
metmicynbgoreuga (IMCO) n ocobeHHO M30-
IIpoNaHoJIa Pel3yabTaThl 0 KoHBepcun HX oka-
3aJMCh 3aMeTHO xyske. Haburomaemble m3MeHe-
HIA B COJIEPIKaHNUY IPOAYKTOB PeaklNy, Bepo-
SATHO, 00YCJIOBJIEHBI HEIIOJIHOM PAaCTBOPUMOCTBIO
cybcTpara B OPraHMYECKOM PaCTBOPUTEJIE.

B ciaygae areroHa ompenesieHO OINTMMAJb-
alleToH,/pacTBOp
TTIK-4 (tabua. 2). Okazajock, 94TO IIpU yBeJIuUde-

HOe 00'beMHOEe COOTHOIIIeHNE

HIY DTOTO COOTHOIIIeHMA BhIXoA AX 3HAUUTENb-
HO BO3pacTaeT. ATO CBA3AHO C yBeJMYEeHNEM KO-
JudecTBa pacTBopeHHoro HX, KOTOpHIi, KaK MBI
YCTaHOBMJINM, IIOJHOCTBIO PACTBOPAETCA B peak-
LIMOHHOJ cMecy Hpyu 00bEMHOM COOTHOUIEHUMU
artetos/pactsop I'ITK-4, pasrom 0.5. B atux yc-
JoBuAX Bbixon AX (73.4 %) okasaJjics BBIIIE, UeM
B OTCYTCTBYIE€ OPTraHMYECKOI'0 PACTBOPUTEJNIA IIPU
IPOYMX PaABHBIX ycJaoBuAX (27.9 %, cm. Tadu. 1).

TABJINIIA 2

3aBUCKMOCTL IIOKa3aTesieil one-pot mporecca MoJIydeHns
AX or o6beMHOro cooTHouleHus aneToH/pactsop I'IITK-4.
YcaoBusa: 15.6 ma BogHoro pactsopa 0.2 M T'ITK-4,

mouisipHoe cootHotierne I'TIK/HX = 2, naBnenue OyraiyeHa
P = 200 xIla — PHzo’ Temrrepatypa 60 °C, Bpemsa peaxipm 7 4

ITokazaTesnn OObeMHOE COOTHOIIIEHNe areToH/pacteop I'TIK-4
0.32 0.42 0.51

Xux, % 99.3 99.4 99.5

Beixon AX, % 179 419 73.4

ITpumeuarue. O603H. cM. Tab. 1.

IIponyxr pearmum comep:xkut 83 % AX, 12 9%
AT A, ocrasmbuoe — cmecb HX u TT'A. JlanbHeii-
llee yBeJIMYeHJE YKa3aHHOTO COOTHONIEHUSA
Hellesiecoob6pas3HO BBUY BO3PACTaHUA KOJIMUIE-
cTBa pacTtBopeHHOro AX, KOTOPBIN II0 OKOH-
YaHNM IIpollecca NPUAeTCA M3BJEKATh U3 pe-
AKILJOHHOJ CMecCy 3KCTpPaKIMen.

B mpucyrcTBum ykasaHHBIX pacTBOPUTEJE]
B CMeCH BCe ellle 0CTaeTCcA HEKOTOPOe KOJINYUECT-
Bo JIT'A, mo3TOMy BMECTO KEITMHOBCKOI'O pac-
tBopa I'IIK-4 B one-pot mporecce onpoOOBaHBI
Takske pactBopsl I'IIK-x ¢ GoJsbmmM comepska-
uuem BaHagua (I'TIK-7 u T'TIK-10), coxpaHsaio-
II[Mie BBICOKJE 3HAYEHMA OKVICIUTEJILHOTO II0TeH-
myaJia B Xozxe Bcero mporecca [13] (tabi. 3).

Bupnno, wro npm mncnonszoarum I'IIK-7 n
alleTOHAa B KadeCTBE OPraHMYECKOI'0 PacTBOPM-
TeJI B XOZle one-pot mporecca IOJIydeHa CMecCh
IpoayKToB, comepsxamasa 91.6 % AX u 8.4 %
IOT'A. Vicnone3oBauue pactrsopa I'TIK-10 n mu-
OKCaHa B KadeCcTBE PAaCTBOPUTEJIEN IIPU TeMIle-
patype 90 °C u BpemeHu peakuuu 7 9 IIO3BOJIV-
JIO TIOJIyYUTh OPONYKT ¢ cogepskanueM AX 97 %
(ocrasnprHoe IT'A). IIpy 3TOM cTeleHb KOHBEPCUM
HX cocraBuna 99.7 %, a Beixog AX — 67 %.

Takum 06pas3oM, COBMECTHOe IIPMMeHEHUe
CMEeINNBAIOIIET0CA C BOJOM OPraHMYECKOro pac-
TBOPUTEJNA U Oojee CUIbHOTO, YeM KerTMHOB-
ckuit pactBop I'IIK-4, oxkucaurena (pacTBop
TIIK-10) mo3BoJisAeT NoJIy4aTh IPAKTIYECKN YIC-
eIl AX, Gosbirasg yacTb KoToporo (oxoso 90 %)
oTJiesIAeTca OT BOCCTAaHOBJIEHHOTO pacTBOpa Ka-
TaJmsaTopa IpocTeIM (uibTpoBanueM. OcTas-
mmeca 10 % TOponyKTa MOMKHO BBIIEJIUTb U3
pactBopa I'ITK axcTpakmuen XaopodopMoM.
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3aBIUCUMOCTD ITOKa3aTeseli one-pot nponecca nosyderna AX or cocraBa I'TIK-x. YesmoBua: 15.6 M BogHOTO pacTBopa

0.2 M TIIK-x, mossspHoe cootHorenne I'TIK-x/HX = 2, naBnenue Gyraguena P = 200 xIla — PHzo,

obbem OPTraHNYeCKOro pacCTBOPUTEJIA 8 M

T'TIK-x  PactBOopuress Bpewmsa T, °C Cogpepsxanne AX Xuxs % Brixon AX, %
peakuuu, 4 B npoaykre, %
TTIK-4 Boga 5 80 46.5* 97.2 17.7
TTIK-7  « 5 80 74.6% 99.5 17.9
TTIK-10 « 5 80 75.5% 98.9 23.0
TIIK-7  Aneron 7 60 91.6%* 99.6 65.0
TTIK-4  1,4-Jluokcax 7 80 84.5% 99.8 69.7
TIIK-10 1,4-Zluokcan 7 90 96.9%* 99.7 67.0

* IIpogykT Takske comepsxkut TTA n JITA.

** TIpogykT Takske comepoxkut JT'A.

Ilepen perenepanmell kaTajamsaTopa IO pe-
akiuu (2) xucsaoponom [9] pacTBOpUTESIM OTTO-
HAIOT Y3 PEeaKIVIOHHOJ CMecH: alleTOH — B dUNC-
TOM Buze, 1,4-1MOKCaH — B BUJE BOJHOTO a3€0-
Tpoma (1. kum. 88 °C), comepskaiero 82 % nu-
OKcaHa. PereHepmpoBaHHBbIE PaCTBOPUTEJNN JC-
[IOJIb3YIOTCA MHOTOKPATHO Ha CJIENYIOIINX IVK-
Jax mporecca cuaTe3a AX.

BricoxkoBanagymensle pacteopb! I'TIK-7 1 I'TIK-10
obJalaloT JOBOJIBHO BBICOKOJ TepMocTabuib-
HOoCcTBI0. OHM COXPAHAIOT CBOIO TOMOT€HHOCTE IIPI
Temreparypax 70 170 °C u II03BOJIAIOT IIPOBO-
JTh OBICTPYIO PEreHepalyio KaTaau3aTopa KIc-
JIOPOJIOM IIPY IOBBIIIEHHBIX TeMieparypax [9].
BricoxoBananueBnsle pactBopnl I'IIK — sddpex-
TVBHBIE KaTaJIM3aTOPbI OKMCJIEHNA C PaDOUMM OKIIC-
JIMTEJILHBIM ITOTeHIaJioM B uHTepBase 1.1-0.75 B.
IIpucyrcrBre 5TMX CoenVHEHMII ITO3BOJIAT ITPOBO-
JTB one-pot mporiecc cuHTe3a AX MHOTOKPATHO.

3AKJFOYEHME

IIpoBenena onTmMmsanmsa ycJaoBMII OGHOCTA-
IUItHOTO Ipoljecca noxydenusa 9,10-aHTpaxmHO-
Ha 10 peakiym 1,4-HadproxuHoHA ¢ 1,3-OyTaameHOM
B mpucyrtcrBunu pactsopoB Mo—V—P TIIK B xa-
4JecTBe OM(PYHKIMOHAIBHBIX KaTaM3aTOPOB: KICIIOT-
HBIX KaTaJM3aTOPOB JVIEHOBOTO CUHTE3a ¥ KaTaJli-
3aTOPOB OKMCJIEH)A 00Pas3yoIIXCs aJlyKTOB.

ITokaszaHo, 4TO AJIA IOJyYEHUA BBICOKOTO
comepskanua AX B mosydaeMoM Iponykre (60-
Jaee 90 %) u ero BbICOKOTO BbIxoma (oxoJio 70 %)
HeoOXOIMMO IPUMEHATH IIOJIAPHO CMeEINBalo-

IUIiCA ¢ BOJIOV OpraHM4YecKIil pacTBOPUTEIb (Ha-
npuMep, auetoH, 1,4-nmokcan). PacTBopuTreib
MOKeT OBITh pereHepMpPOBaH M MICIIOJIb30BaH I10-
BTOPHO Ha IIOCJIEAYIOIIMX I[MKJAX IIpoliecca.
Jlyumme nokasaTesn one-pot mpoijecca cuHTe-
3a AX obecrneuyyBaeT ICIOJIb30BaHME B Ka-
JyecTBe OM(PYHKIMOHAJBHOTO KaTaJM3aTopa
pactBopa Mo—V—-P TIIK-10 6pyrTo-cocraBa
H,7P3Mo0,6V1(Ogy-

ITosryueHHBIE PE3yJIbTATH OTKPBIBAIOT II€pC-
IIEeKTMBBI CO3/IaHNA MaJIOOTXOIHOTO OQHOCTa -
Horo mporjecca mmpoussoactea AX uz 1,3-6yra-
muena u HX.
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