XUMUA BbICOKOIHEPTETUYECKNX COEANHEHNN

>KenesHowm
coctaBuna

[MnoTHOCTbL ~ MOHOKpUCTanna
conu N,N’-OUHUTPOMOYEBUHBI
2,08 r/cme.

MonyyeHHaqa xenesHasa conb AHM ucnonb-
30Banacb AN Nony4eHUs HAHOPa3MepPHOro OKCU-
Aa xernesa MeToAoM TEPMUYECKOTO PasnoXeHns
B BbICOKOKMNALLMX NOMSAPHbIX PACTBOPUTENSIX.

3AKITKOYEHUE
1. MyTtem B3aMMOOEeNCTBUS
N,N’-OUHUTPOMOYEBUHDI c rMOpoOKCNA0oM
xenesa (lI) B BOAHOM cpege  nonyde-

HO coeduMHEeHMEe  COCTOsIlLMe U3  aHWoHa
N,N’-gnHuTpOoMoYeBUHbl 1 kaTnoHa >xenesa (ll1).
[laHHOe BbICOKOSHEpPreTMyeckoe coeanHeHne
npeacTaenset cobon kpucTannornapar.

2. Metogom NK-cnektpockonun n TTA noka-
3aHO Hanuyme BoAdbl B cOCTaBe conu. BoisiBneHa
KoopauHaumsa metanna ¢ OHM 4epes B3aumo-
OencTBUE C KNCNOPOAOM HUTporpynnbl. CnekTpo-
(OTOMETPUYECKM NOATBEPXKOEHO HANN4Me aHno-
Ha JHM B cocTtaBe.
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Cnocob NoIJy4yeHNA2,4,6,8,10,12-rEKCABEH3UI1-2,4,6,8,10,12-
FEEKCAA3ATETPALUKIO[5,5,0,0%",0>°]AO0EKAHA C
MHOIOKPATHbIM 3ALUKIIOBbIBAHUEM MATO4YHOIO PACTBOPA

M.B. Yukuna, C.I. nbsacos

lMpedcmaeneHsbl pesynbmamai aKcrepuMeHmasbHo20 uccrnedosaHusi rosyyeHus
2,4,6,8,10,12-eekcabeHsun-2,4,6,8,10,12-eekcaazamempauukrnio[5,5,0,0%",0%°]0odekaHa (I'b). [lloka-
3aHO, Ymo Mpu UCMOb308aHUU 8 Kayecmee pacmeopumeris Mamo4yHoao pacmeopa (MP) nocne kax-
0020 cuHme3sa 8 rnocnedyruux makux xe cuHme3sax pacxo0 pacmeopumersisi cokpawaemcsi 0o 85 %,
a makxe rpu 8eedeHUU MpuUMOPyKCyCHOU KUCIIOMbI KaK Kamajsu3amopa rnpoucxooum rnosbiueHue
8bixo0a npodykma.

Knrouesbie cnoea: 2,4,6,8,10,12-eekcabeHsun-2,4,6,8,10,12-eekcaazamempayukrio
[5,5,0,0°",05°]-0o0ekaHa, 3ayuKnosbi8aHUe Mamo4Ho20 pacmeopa, beH3unaMuH, 2uoKcarb, mpugh-
MOopyKCycHasi Kucsioma, kamasnu3amop.

BBEOEHUE
B HacTosLLee BpeMst M3BECTHbIE CMOCOObI NOo- FoN
nyyeHns I'b OCHOBaHbI Ha peakuMn KOHOeHcaumm 07 A O+ =
OeHannammHa ¢ rmmMokcanem B MosIiPHOM PacTBO-
pvTene B NPUCYTCTBUM KaTanmMTUYECKNX KONUYECTB
MUHeparbHbIX UM OPraHNYecknx KMcnoT [1-4].
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XUMUA BbICOKOIHEPTETUYECKNX COEANHEHNN

Jlydwne pesynbratbl Mo BbIXOAY NpogykTa
6 ObIMM noOMyyYeHbl NpW  WUCMONb30BaHUN B
KayecTBe pacTBOpPUTENA — aueToHuTpuna u
KatanusaTopa — MypaBbWHOW KUCNOTbI. Opyrue
nonsipHble pacTBOPUTENW CHWXKatOT Bbixod b Ha
10-15 % B meTaHone, aTaHoONe U M30MPONUIo-
BOM cnupTe [2-4].

OCHOBHbIM HEOOCTaTKOM CYLLECTBYHOLLEN
TEXHOMormm nonyyeHus >} ABMSIETCS
3HAYUTENbHbIV pacxon aueToHMTpuna.

B nutepatype [5] nokazaHa BO3MOXHOCTb
noeblleHnst Bbixoga B oo 80 % 3a cuer
NMPYMEHEHNS  auUETOHMTPWUIA C  BIAXHOCTbIO
20 % v cCHWXEeHMA pacxogHoro KoaduumneHTa no
aUETOHUTPUNY BHEAPEHMEM CTaANM pereHepaLmm
pactBopuTens. Ho 9aTta cragus yBenuuvBaeT
3HeprosatpaTbl Ha eOUHNLLY MPOAYKLMM.

OKCNEPUMEHTAIIbHAA YACTb

Pernctpaumio  MIK-cnektpoB  npoBogunu
Ha dypbe-crnekTpomeTpe «PT-801» c
NCMOMb30BaHMEM  MPUCTaBKM  HAPYLUEHHOrO
MOITHOTO BHYTPEHHETO OTPaXEHMSI.

Cnektpbl  AMP  peructpupoBanu  Ha
npubope «BrukerAM-400». XumMuyeckne caBuru
AMP 3C namepsinu oTHOCUTENbLHO PacTBOPUTENS
AMCO-d,.

O6uwas meTtogmka. B kondy o6bemom Ha 250
MIT1, OCHALLIEHHYIO MELLarkon, TEPMOMETPOM U Ka-
nenbHON BOPOHKOW, NPV NepeMeLlBaHun nomMe-
watT 86 mn auetoHuTpuna, 9 Mn QUCTUNNANPO-
BaHHoW Bogkl, 20 r (0,1866 monb) 6eH3unamuHa n
2,6 mn (0,018 mMonb) TPUPTOPYKCYCHOM KUCIOThI.
B nonyyeHHyl cmecb Npu nepemMmeluBaHumn Lo-
3upytoT 6,77 1 (0,0466 monb) 40%-Horo BOQHOIO
pactBopa rnuvokcans. PeakumoHHylo —maccy
BblgepXkmBatoT B TedeHne 20 4 npu Temnepatype
20-25 °C. 3arem ocagok OTUNBETPOBbLIBAMOT,
NPOMbIBAIOT Ha punbTpe aueToHMTpunom (5 mn)
M cyliaT Ha BO3dyxe B TeYeHMEe HEKOTOPOro Bpe-
mMeHwu. Monyynnn 7,67 r npogykTa. Beixog 69 %.
T = 155 °C. O6bem martouHoro pacteopa 106
mn. Janee B konby od6bemom Ha 250 mn, ocHa-
LLIEHHYIO MeLLarnkon, TEpMOMETPOM U KanenbHOW
BOPOHKOW, Npu nepemMelumBaHmm nomeryarot 106
MIT BbILLEYKa3aHHOro MaTo4HOro pacTteopa,20
r (0,1866 monb) 6eHannamuHa n 2,6 mn (0,018
MOIb) TPUPTOPYKCYCHOM KMCMOTbl. B monydyen-
HYI0 CMeCb Mpu nepemMeLuInBaHnumn Jo3upytoT 6,77
r (0,0466 monb) 40%-Horo BOAHOrO pacTBopa
rmmokcansa B TevyeHne 30 MUHYT. PeakUMOHHYIO
maccy BblgepxumBatoT 20 4 npu 20-25 °C. 3a-
TeM 0CafoK OT(MMLTPOBBLIBAKOT, NPOMbIBAKOT Ha
uNbTpe aueTOHUTPUIIOM U CyLLaT Ha BO34yXe B
Te4YeHne HekoToporo BpemeHu. MNMonyunnu 9,88 r
(88,9 % Ha rnuokcanb) I'b, T =155 °C. Janee
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npoBOOAT CMHTES C 3aUMKITOBbIBAHNEM MATO4YHO-
ro pacTtBopa Kak OornncaHo BblLLE.

PE3YNbTATbI U OBCYXOEHUE
Llenbto OaHHbIX MccrneaoBaHuii sABMAETCH
COBepLLUEHCTBOBaHME TEXHOIOrM4ecKoro
npouecca nonyyexHnsa B, 3akniovaroweeca B
MOBbILLEHNW BbIXOAA N CHYDKEHUN HOPMbI pacxoia
aueToHuUTpuna.

[Ons  JocTMXKeHus noCTaBfAEHHOW  Lenuv
cnenoearo pewnTb criegyrwme 3agadn.
BO-ﬂepBbIX, N3y4nTb BIinAHNE

NCMOMb30BaHUs aueToHuTpuna (BTOPUYHOrO) OT
npenblayLLero aKkCnepmMMeHTa B TEXHONOMMYECKOM
npouecce Ha Bbixog 'b 1 ero UMKnNnyHoCTb.

Bo-BTOpbIX, M3y4uTb BIUSIHUE  HOBBIX
KaTanmsaTopoB peakLMn KOHAEHC AL rMoKcans
¢ BeH3nnamMmHom, noBbiwatoLwmx Boixog b.

OObekToM  cpaBHeHMsi  Obin  BbiOpaH
YCOBEPLUEHCTBOBAHHLIN ~ CMNOCOO  MonyyeHus
BblcoKoouuneHHoro B [6], 3akntovatowmmncs
B  MCMOMb30BaHWM  MOJSIBHOTO  COOTHOLLEHUS
Mexay rM1MokcaneMm n GeH3MNTaMUHOM, paBHbIM
1 : 4, n KatanusaTopa peakuum KOHOEHcauuu
YKCYCHOW KMCMOTbl. Bbixog ueneBoro npoaykra
coctaensetr 69 %. OTumu xe aBTopamu ObINo
nokasaHo, 4to ['b, nonyyeHHoe OOLLENPUHATBIM
cnocobom no wmetogy [1], cogepXuT BCero
90,2 % ocHoBHOro BellecTtBa. lNepepacyeT Bbl-
xoga 'b ¢ y4eToM 4ncToThl chiporo obpasua co-
ctaenset 72,16 % (80%x%90,2%/100%).

[ns pelweHus nepBon 3agayun, NpoBenu
CVHTEe3 B ycroBusax [6], nocrne 4yero B MaTOYHbIN
pacTtBop nocne cuHTesa pgobasunu (1 monb)
40%-HbIn  pacTBOp MMwMokcans u (2 mons)
OeH3unamuH 6e3 katanmsaTopa. Takum obpasom,
npoBenu [fBa UWKNa, Janee npoaykTpeakuuu
npencrtaensan cobon cmony. [locrne o4McCTKM
CYMMapHbIV BbIXOA, Ha rmuokcanb 56%.

lMpn wvcnonb3oBaHWM KaTanuM3aTopa Ha
Kakgown onepauun B TOM Xe KONUYecTBe, YTO U
Ha NepBOW, KONMMYECTBO LUKMOB AOBENU A0 5-u
(pucyHok 1).

[Mpn 3TOM BbINO 3aMEYEHO, YTO C KaKObIM
LUMKIOM BO3pacTaeT BMaXHOCTb aLETOHUTPUNA,
nocne 5-u umknoB cocTaBnset 28 %, a Ha
BTOPOM LMKMNE NpW MakCMMarnbHOM BbIXOAe
BMaXHOCTb pacTBopuTens nopsgka 20%,Tak Kak
npu dwunetpoBaHn b 4yacTb aueToHuTpuna
TepsieTcs, a npy 4obaBneHn BOGHOIO rMUOKcans
KONMM4eCTBO BOAbI B CUCTEME YBENUYMBAETCS.

37



XUMUS BbICOKOIHEPTETUYECKMX COEQVUHEHUI

80

60 L.__ﬁ

40
20

Bbixog, %

1 2 3 4 5

N2 umMkna

PucyHok 1 — 3aBucumocTs Bbixoga I'b ot
Konm4yecTBa NPOBEAEHHbIX LIMKITOB

[anee mMbl nameHnnun 2 napameTpa:

1 — cTtanu pobGaBnsaTb BMECTO 2 MoOren
OeH3nnamuHa 2,6 mons;

2 — Ha Kaxgow onepaumy nogaepxuBanu
BMaXHOCTb aueToHuTpuna Ha yposHe 20 %, ny-
TeM Ao6aBnNeHns YNCTOro aUeToHUTpuUna.

Pesynbratbl akcnepumeHTa npeacTaBneHb
Ha pUCYHKe 2.
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PI/IcyHOK 2 — 3aBucuMocTb Bbixoga I'b oT konmyecTBa npoBegeHHbIX UMKIT10B C nobaBrneHnemM YNCToro
aueToHnTpuna

CpeaHuii Bbixoa I'b ¢ 11 onepauun 69%.

M3 Tabnuubl 1 BuagHo, 4to kavecTro I'b ¢ yBe-
NIMYEHNEM KONMUYECTBA LIMKIOB HE yXyaLLaeTcs.

Peanusauns gaHHoro crnocoba 3HayuTernb-
HO yMeHbLUAEeT Tpyao3aTpaTbl U 3HeprosaTparbl,

CYLLECTBEHHO CHWXaeT pacxof aLueToHWUTpuna
(Tabnuua 1).

Tabnuua 1 — Pacxog aueTtoHuTpuna Ha 1000 r I'b

3a|_[15vﬁ<3n o- C 3auukno-
[Nokasartenn BbIBAHMS BbIB'\a/IHPI/IeM
MP
Pacxon
aueToHUTpuUIa Ha 12705 3276

1000 r npoaykTa, Mn

MakcumanbHbIn
BbIXO[ Ha OHOWN 69 79
onepauunn,%

CpeaHuii Bbixoa C
11-Tn onepaunin,%

69 69

[ns Toro 4YTOObI CBECTM pacxon pacTtBopuTte-
A K MUHUMYMY, Obinn npoBeaeHbl 3KCNepUMeH-
Tbl, B KOTOPbIX BMECTO nobaBneHnsa Ha Kaxaown
onepaunn 4YMCTOro aueTtoHuTpuna, Mbl pewunnm
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CHWXaTb BMNaXHOCTb PacTBOPUTENS MNyTeM WC-
Nofb30BaHUsi BOOOOTHUMAIOLLETO areHTa, Takoro
kak Mg,SO, (pucyHok 3). HegocTtatkom siBnsieTcs
TO, YTO BMECTE C BOAOW OCYLUUTENU CMa4MBatoT-
CSl aLETOHUTPUIIOM, B pe3ynbTaTte Yero npomcxo-
[AWT YHOC pacTBOpUTENS.

80 ~

60
50

Bbixog, %

N2 umMkna

PucyHok 3 — Ycnosus nonyvenus ' ¢
NCMOrb30BaHNEM B Ka4eCTBe OCYyLUMTENS
cynbaTa marHusi

Ponb kaTanmsatopa B npouecce nornyyeHus
'b B nuTepaTtype xopoLlo oceelleHa. [1prsHaHo,
YTO MyYLIMM KaTanM3aTopoMm SBNSeTCA MypaBbu-
Hasi Knucnora.
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Hawummn mnccnegoBaHusMM MokasaHo, YTo
ncnonb3oBaHne TpUAPTOPYKCYCHOW KMUCMOTbI Mo-
BblLLAET BbIxoa ['b Ha cTagumn KoHOeHCaUUMN.

Ha pucyHke 4 npegcraBneHbl pesynbrathbl
WUccrneooBaHns B3aMMOOEWCTBUSA TNMoKcans c
OeH3MNaMMHOM B MOJbHbIX COOTHOLUEHUAX 1:4;
1:3,5; 1:5,2, ¢ nocnegywWmMM MCMNonNb30BaHNEM

MaTO4YHOro pacTBopa B KayecTBe pacTBOpUTENS,
Mocrie Kaxgoro CMHTE3a eLLe B YETbIPEX TAKMX XKe
cuHTesax . CBegeHust 0 BAUSHUU MOJIbHOTO CO-
OTHOLLIEHMSI NMPWU KOHAeHcauun 6GeH3uMnammnHa c
rmumokcanem B gvanasoHe 1:2 + 4 Ha Bbixog B
B NMTEpaType MMEeKTCH, MO3ITOMY Mbl MPOBOAWMN
nccnenoBaHus ¢ n3bbITkKoM BeH3MnamuHa.
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PucyHok 4 — 3aBncumocTb Bbixoga ['b oT konuyecTBa NpoBeAeHHbIX LIMKIOB NPU UCNOMNb30BaHMMN B
KayecTBe Katanuaatopa TPUgTOPYKCYCHOM KUCMOTbI

3AKNHOYEHUE

1. NokasaH NoNoXUTENbHbIN pe3ynbTaT npu
MCMNOnb30BaHUK B Ka4ecTBe KatanusaTopa B CUH-
Tese 2,4,6,8,10,12-rekcabeHsnn-2,4,6,8,10,12-
rekcaasaTeTpauukno-[5,5,0,0%" 0%°|gogekaHa
TPUPTOPYKCYCHOM KNCHOThI.

2. Ncnonb3oBaHWe MaTto4HOro pacTeopa no-
cne peakuuy B NOCNeayLWmnX onepaumsx CHxa-
€T pacxof aueToOHUTpUIIa Ha Knnorpamm rotoBOro
npogykTa, HeobxoaMMOCTb B pereHepauum pac-
TBOPUTENS BO3HUKAET MUHMMYM nocrie 5-0ro k-
na, Takum obpasom, 3TO MO3BOMSET YNPOCTUTb
TEXHOMOMMYECKyH Cxemy npotecca.
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