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(54) CIIOCOB ITIOJIVUEHU A ITOJINOOUPOOUPKETOHA

(57) Pedepar:
Hacrosmiee n3odpetreHre OTHOCUTCS K CIIOCO0Y

MOy YEHHUS BBICOKOMOJIEKYJISIPHOTO
noaupapupkeToHa HYyKJIe0O(DUITHHOM
MOJIMKOH/IGHCALE  9KBUMOJIBHBIX  KOJIMYECTB

TUIPOXMHOHA U JAUrajoreHOeH30(heHOHOB B Cpejie
mideHunCcyTb)oHa B IMPHUCYTCTBUM IIEIIOYHOTO
areHTa IPH ITO3TAITHOM ITOBBIIICHAN TEMITEPATYPhI
1o 320+5°C. JlaHHBIA CIIOCOO BKIIOYAET CTaIUM
BBIJICJICHUSI W W3MEJIbUCHHMSI, JABYXCTaJIMIMHOMN
MPOMBIBKM PACTBOPUTETIEM U JUCTUILIMPOBAHHOMU
BOJIOW, CYIIKM TIOJ BakyyMoM. B kauecTBe
IEJIOYHOTO areHTa MPUMEHSIOT KapOOoHAT Kallvs.
[ToBpIIIeHUE TeMIIEpaTyphl OCYIIIECTBIISIOT B IBA
JTana B 3aBUCUMOCTH OT 3aJJaHHOTO 3HAYEHHS
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IoKaszaTess TeKy4ecTH paciuiaBa. Ha mepsom sTame
HarpeBaoT n0 300+5°C B Teuenue 30 MUHYT U
BBIAIEPKUBAIOT ITPH 3TOM TeMIepaType B TeueHue 60-
120 munyt. Ha BTOpoM 3Tame HarpeBaroT 0
320+5°C u BbIAEpKUBAIOT B TeueHue 60-180 MUHYT.
ITonrydeHHy0 peaKIMOHHYIO MACCy MO NABICHUEM
BBITPYXKAIOT U3 PEAKTOPa U U3MENIBYAIOT APOBOM
MEJIBHUIEN CO CPETHEUNCIIEHHBIM AUAMETPOM OT 20
no 50 wmkm. Jlamee mOpOMBIBAIOT W CYLIAT.
TexHu4ecKuil pe3ynbTaT - yIpoLIeHHAS! TEXHOJIOT U

MOJIy4YeHUs MEJIKOJUCIIEPCHOTO
BBICOKOMOJIEKYJIIPHOTO  MoIMadupapupkeToHa ¢
HUCIOJIb30BaHUEM aurajioreHuia 4.4'-
IUXJIopOeH30(eHOHA), KapOoHaTa Kaausd U
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(54) METHOD FOR PRODUCING POLYESTERESTERKETONE

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: present invention relates to a method
for producing high-molecular polyesterestyrketone by
nucleophilic polycondensation of equimolar amounts
of hydroquinone and dihalobenzophenones in a diphenyl
sulfone medium in the presence of an alkaline agent
with a gradual increase in temperature to 320°+5°C.
This method includes the stages of isolation and
grinding, two-stage washing with solvent and distilled
water, drying under vacuum. Potassium carbonate is
used as an alkaline agent. The temperature increase is
carried out in two stages, depending on the set value of
the melt flow index. At the first stage, it is heated to
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300°£5°C for 30 minutes and kept at this temperature
for 60-120 minutes. At the second stage, it is heated to
320°+£5°C and kept for 60-180 minutes. The resulting
reaction mass is discharged from the reactor under
pressure and crushed by a ball mill with an average
diameter of 20 to 50 microns. Then they are washed
and dried.

EFFECT: simplified technology for the production
of finely dispersed high-molecular polyesteresterketone
using dihalide (4,4'-dichlorobenzophenone), potassium
carbonate and a reduction in the total duration of the
process.

6¢cl,3ex

6vV89.L.¢ n o

1 O


http://www.fips.ru/cdfi/fips.dll/en?ty=29&docid=2776849

10

5

20

25

30

35

40

45

RU 2776849 C1

N3006peTeHre oTHOCUTCS K TTOJTyueHuto nojimadupapupkeronos (IT99K) - ocHoBHOTO
MPEICTaBUTENS KiIacca MOANI(PUPOB - MOIMapUiId(UPKETOHOB, KOTOPBIE, XapAKTEPU3YIOTCS
COYETaHUEM BBICOKOM TEIIO-, TEPMO- U XMMCTOMKOCTH, YHUKATbHBIMU MEXaHUYECKUMHU U
NMEKTPOPU3NIECKUMU CBOWCTBAMH, SIBJISIIOTCS CYIIEPKOHCTPYKIMOHHBIMU TEPMOILIACTAMH,
MIPUMEHSIEMBIMU B COBPEMEHHBIX BLICOKOTEXHOJIOTUUHBIX OTPACIISIX TPOMBIIIJIEHHOCTH, TAKUX
KaK MaIlIMHOCTPOEHUE, ITIEKTPOTEXHUKA U IJIEKTPOHUKA, MEULIMHA, I€PHAs
MIPOMBIIIJIEHHOCTb, ABUA- U BEPTOJIETOCTPOEHUE U IPYTHE.

Cy11ecTBYIOT IBa OCHOBHBIX BapyaHTa cuHTe3a [193K: anekTpodunbHoe 1 HyKIeo(UITbHOE
3amereHue. 3asBIIsIeMblil CTOCO0 OTHOCUTCS K HYKJICO(HITBHOMY 3aMEIIEHHIO, TOITOMY B
OITMCAHUM U300 PETEHUS PACCMATPUBAIOTCS AHAJIOTH, OTHOCSIIMECS K IPOLECCAM 3TOTO TUIIA.

N3BecTHBI cr1ocoOBI oTydeHust ToJmahupahupkeToHoB amopdHoro crpoenus (ITaTeHTsl
P® 2494118, 2505557, 2513146) ¢ CIIOIB30BAHUEM B KAUE€CTBE OPTAHUYECKOM CPEIbI
auMetuiicynbdoxcuaa, N,N-1uMeTrIaneTaMuaa U IPyrux pacTBOPUTENCH.
[TommagupahupKkeTOHBI MOTyYarOT HA OCHOBE PA3IMYHBIX OUCGHEHOIIOB C UCITOTb30BAHUEM
BojiHOTO pacTBopa KOH/NaOH unu kap6onatoB K/Na. I1pu xopoiieit X pacCTBOPUMOCTH B
OPTaHUUYECKUX PACTBOPUTENSX TaHHbIE OIUIUPIPUPKETOHBI CYIIECTBEHHO YCTYIAIOT T10
PAYy XapaKTePUCTUK KPUCTATUIMUECKOMY MOTUIUPIPUPKETOHY HA OCHOBE TMIPOXUHOHA,
Y OHM B MPOMBIIIJIECHHOM MacHIiTabe He BBITYCKAOTCS.

BenymmMm pazpaboTunkoM HyKII€O(MUITBHOM TEXHOIOTHH MOTYyUYSHHS] apPOMATUIECKUX
oJu3(UPOB, COIEPKAIIUX CYIH(OHOBBIE UJTM KETOHOBBIE CBSI3U B IIETIU ITOJIMMEPA, SIBIISETCS
¢upma ICI (Imperial Chemical Industries, Bemukobpuranusi), co3nasmias B cepeaune 70-bIx
rT. XX B. OCHOBHYIO TEXHOJIOTHIO HYKJIEO(DUIbHOM MOJIMKOHIeHCAMK OucdeHona u
JIUTAJIOTEH3aMEILIEHHOTO KOMITIOHEHTA B IPUCYTCTBUU PeareHTa, 001aatoero
HYKJI€O(pUIbHON aKTUBHOCTHIO, HATIPUMED, COJIel eT0YHbIX MeTallIoB. B 1978 r. ICI
OCYIIIECTBUIIA BBINYCK MpoMblnuieHHONW Mapku [I99K - Victrex.

B matente CLLIA US 4176222, orty6i. 27.11.1979 r., Ha «IlomyueHre apoMaTHUECKUX
oJau3UPOB» (CoAEpKAIIUX CYNbhO- /UM KETO- CBsI3H, B ToM uncie [199K) 3asButenem
- oupmoii ICI - ObLTO OTpeIesIeHO KOJIMYECTBEHHOE COOTHOIIEHHE KapOoHaTa MeTajuia C
ATOMHBIM BECOM, TPEBOCXO/ISAIIMM ATOMHBIN BeC HATpUs (BTOPOM KapOoHAT), U KapOoHaTa
HaTpus, coctasisromniee ot 0,001 go 0,2 rpaMM-aToMa BTOPOTO KapOOHAaTa Ha TPaMM-aTOM
HATpUs, IPU OOLIEM KOJIMYECTBE CMECH KapOOHATOB, 0OECIIEUMBAIOIEM, 110 KpaliHeH Mepe,
OJIMH aTOM HIEJIOYHOT0 METaJlJla Ha KaXKIYIO MPUCYTCTBYIONIYIO (PEHOJIbHYIO TPYIIITY

B matente EP 0001879, ony6i1. 16.05.1979 1., dupmoii ICI mpeioxkeH criocod moayueHust
TBeporo kpucraumyeckoro [I199K ¢ xapaktepucTuueckoil BI3KOCTbIO, IO KpaiHen Mepe,
0,7 (. 1 popmynsr) i 0,8 (11. 2 GOPMYIIBI) TSI IJEKTPUUECKOM U3OJISIUUA TPOBOJIOB (11. 14
(GbopMyIIbl) B3AaUMOJICHCTBUEM apPOMATUYECKUX AUOJIA U AUTATIOT€HOBOTO COEAMHEHMUSI C
UCIIOJIb30BaHMEM CMECH KapOoHaTa HaTpus (WM OukapOoHaTa) M BTOPOTo KapOoHaTa,
LIEJIOYHON METAJIIT KOTOPOT'O UMEET 00Jjiee BBICOKUI ATOMHBIA HOMED, YEM y HATPUS, B
YaCTHOCTH, CMECH KapOOHATOB HATpHs U Kamus (1. 13 dopmyisl). Criocob 3akimtouaercs B
3aMelleHNY AKTUBUPOBAHHOT O TaJI0Te€Ha C TOMOIIbIO (PeHOKCUIHBIX AaHUOHOB B ITPUCY TCTBUU
BBICOKOTEMITEPATYPHBIX pacTBoputene. [Tpolecc Benercs npu Temmnepatype, paBHOM
MIPUOIM3UTENIHFHO TEMIIEPATYPE TUTABJICHUS ITOJIUMEPA, KaK ITpaBuiio, >320°C. eHOKCUTHBIN
aHWOH ((heHOIIAT) MOTyYaeTcs in situ B pe3yIbTaTe peakuuu orcheHona ¢ kapooHaTaMu
HIEJIOUHOTO METaJIJIa, KaK MPAaBWIIO, HATPUS WK Kayusl. B yacTHOCTH, apoMaTHYecKoe
JUTAJIOTEHOBOE COeTMHEHHE M OMC(EHOT UCTIONTB3YIOTCS TPAKTUUYECKH B 9KBUMOJIBHOM
COOTHOIIIEHUU, TPOLIECC BEAECTCS B UHEPTHOM aTMOc(depe (aproH Uiiv a30T) IPU TeEMITepaType
150-400°C B cootBeTcTBUM ¢ TT1. 7, 8 1 9 POoPMYJIIBI TPEATTOUTUTETIHHBIMU KOMITOHEHTAMMU
sBistroTcst: ubeHmwcyabdoH (JDC), 4,4'-mudpTopdbenzodperon (ADPbD), runpoxuHoH.
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[lenouHoti kapOoOHAT ¥ OMKapPOOHAT UCITOJIB3YIOTCS B TAKOM KOJIMUYECTBE, YTOOBI IPUXOIUIOCH
2 rpaMM-aToMa KapOoHaTa MIETOYHOr0 MeTajia Ha MoJib Oucenona. I1pu satom (1. 12
(GhopMyIIBI), TPEANTOUYTUTENIHBHO UCTIONB3YETCS, 10 KpaliHeh Mepe, OJIMH KapOOoHAT IIETOYHOTO
MeTaiuia (WM OMKapOOHAT) HATPUSL B CMECHU ¢ KapOOHATOM (M1M OUKapOOHATOM) APYTrOro
METAJIJIa C AaTOMHBIM BECOM BBIIIE HATPUS (B YACTHOCTH, Kayus) B kosmuecTse oT 0,001 1o
0,2 rpaMM-aTOMOB KaJIvsl K HATPHIO.

®upma CHIA Amoco Corp.eBporneiickor 3asiBkort EP 0244167 3amuTuia yay4diieHHbIA
(YCKOPEHHBII) MPOLECC MOJYUeHUsI BBICOKOMOJIEKYISPHBIX JIMHEHHBIX TTOIUAPWII(PUPOB U
mouapuR@UPKeToOHOB, B ToM uncie [T9DK, mpakTruuecku He cotepKalluX HexXeTaTeIbHbIX
YaCTHII TeJIsl, B3aMMOJIEHCTBUEM, T10 KpaliHel Mepe, oJHOTO bucdeHona u, 1o KpaiHel Mepe,
OJIHOTO IUTAJIOT€HOCH3EHOUTHOT'O COSIMHEHUS /WU raJloTeH(PeHo1a, C UCTIOIb30BAHUEM
KOMOMHAIMK KapOoHaTa HATPHS WIM IIEIIOYHO3EMETBLHOTO MeTajljia (M/uim OukapOOHATOB)
Y COJIM KaJivs, pyOMIUsI UJIU LIE3Us C OPraHUIECKON KMCIIOTOM, UIIM KOMOWHAIIUI 3TUX COJICH.
ITpu 3TOM B Ka4eCTBE UCXOIHBIX PEATEHTOB NIPEATIOYTUTEIBHBI THIPOXUHOH, 4,4'-
nudropoenzoderon (JADPbD) u nudpenuncynbdon (JADPC) u cmecn kapOboHaTa HATPUS C
aleTaToOM KaJIusl.

B matente RU 2446185 Ha «Crioco0 moty4eHust ojimapuieH3pUPKEeTOHOB» Mpe/1iaraeTcs
METO/I JOCTHKEHUSI TPEOYyeMOTro 3HAUEHUST MOJICKYJISIPHON MACChI [IEJIEBOTO MOJIUMEpPa, B
yacTtHOCTH, [I9DK (cooTBeTCTBYIOIIEH IEJIEBOMY 3HAYEHUIO BI3KOCTU pacTBOpa J B UHTEpBaJie
oT 80 g0 150 mi1/T.), moIydyaeMoro HykjieohuIbHON MONMMKOHAeH CalMel oucheHona u
JIMTAJIOTEHOBOT'O COEIMHEHHUSI B TPUCYTCTBUM KapOOHATA LIETOYHbBIX U/ WU
HIEJIOUHO3EMENTBbHBIX METAUIOB B BBICOKOKUITSILIIEM PACTBOPUTENIE, ITyTEM BBEJECHUS JOOABKU
UCXOJHOTO peareHTa - oucheHosa WK ralIoreHOBOTO COSIMHEHUS B X0/I€ TTpoliecca
MOJIMKOH/IeHCaluU. B maTeHTe NpuBOaUTCS CpaBHUTENBHBIN TpuMep 1 monyuenus [199K ¢
MIPUMEHEHUEM U3BECTHOM B TAHHOM 00JIACTH TEXHOJIOTHM ITyTeM BBeJIeHMS T00aBOK Oe3
BMEIIATEILCTBA B MPOIECC MOJIUMKOHIeHCauu. [10 KomuecTBy 3arpy’aeMbIX UCXOJHBIX
peareHToB 3TOT MpUMep OJIM30K K Mpe/jIaraeMoi HaMU TEXHOJIOTMU CUHTE3a, HO TaKKe
MpeayCMaTPUBAET UCIIOIb30BAHUE CMECU KADOOHATOB HATPHSI U KaJTus, TJIe KapOOHAT HATPUS
- OCHOBHOI, a KapboHaT kanus coctapisieT 0,05% mac. k kapOboHaTy HaTpusi. B cooTBeTcTBUM
¢ ipumepoMm 1 B peakTop npu Temneparype 60°C mocnenoBaTelbHO 3arpyxaroT 34,6 Kr
mudenncyiabdona, 13,1 kr 4,4'-mupropodenzodeHona, 6,6 KT riAPOXUHOHA, 6,6 KT KapOoHaTa
HaTpus 1 0,320 kr kapOoHaTa Kajausi. PeakTop 3aKkphIBaIOT M HackImaioT azotoMm. [Toce
TOr0, Kak TemnepaTypa creHok gocturaet 160°C, nonkmtoyarot Mewmanky. Korga BHyTpeHHs s
TeMrepaTtypa Takxe gocturaet 160°C, peakiMOHHYIO Maccy Me/IJIeHHO HarpeBaroT 10 320°C.
3a X0JI0M peakiyy HaOJII0IAI0T 10 U3MEHEHUIO BEJIMUMHBI KPYTAILLIErO MOMEHTA,
OIPEeIEIAEMOTO MO MOTPEOJICHUIO TOKA IBUTATENIeM C MelIaakoi. KpyTsimit MOMEHT
MTOBBIIIAETCS IMOCIIE OKOJIO 6 YACOB M CTAOMIM3UPYETCS ellle uepe3 2 yaca (IIpuMepHo Ha 55%
BBIIIIE HAYAJIBHOTO YPOBHS). [IpOYKT BHIBOISIT, OXJIAXKIAIOT, U3METHYAIOT U ITepepPa0aThIBAIOT
COTJIACHO YPOBHIO TEXHUKH; ITOKA3ATENb BA3KOCTU cocTaBisdeT 1,34 mu/r (u3mepeH B 97%-
HOM pAacTBOpE CepHOM KUCIOTHI IIpu 25°C).

3a nmpoTtotur npuHAT nateHT RU 2373230, BeIaHHBIN Ha ciocob nepepaboTku
PEaKIMOHHOM Macchl, 00pa3oBaHHOM MpH nojiyueHud [199K HykiIeopuIbHBIM TTyTEM,
COJZIEPXKAIIUI CBEJIEHHUS, KaK 10 CUHTE3Y MOJIMMEPA, TaK U IO ero 00pabOTKe U BbIICJIECHUIO,
T.€. 1o npoueccy nmoydenus [1939K B neaom. B onucanuu nuzoopereHus IpuBOIUTCS CIIOCO0
noJtydeHust ucxoHoro [I129K, B cOOTBETCTBUM C KOTOPBIM B peaKTOpP MPU TEMIIEpaAType
60°C nocegoBaTeIbHO 3arpykatot audeHuncynbhoH (69,2 kr), ruapoxuHoH (13,2 kr), 4,4'-
mudTopben3odeHoH (26,2 kr), kapbonat HaTpus (13,2 kr) u kapboHat kayms (640 ., ~0,05%
Mac. K HaTpuo). [Tocie nocTmxeHus: TeMnepaTypbl CTeHOK peakTopa 160°C MoaxIro4yaoT
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Memalky (50 06/MHUH) U TOCTIe JOCTHUXKEHUSI ITOM TEMIIEPATYPhI BHYTPU peaKkTopa MeJIEHHO
HarpeBaroT peakiMoHHy0 cMech 110 320°C. KoHTpoJ1b mpoliecca OCYIIECTBIISIOT 10 KPYTSIIEMY
MOMEHTY, OTpe/ieIIeMOMY IO TOTPEOJICHUIO TOKA ABUTaTeneM ¢ Memaikoil. KpyTsiuii
MOMEHT IOBBIIIAETCS MTOCTIE OKOJIO 6 YaCOB HATPEeBa U CTAOUIIU3UPYETCS CITYCTSI €111e OKOJI0
2 4acoOB HA MOCTOSIHHOM 3HAa4Y€HUH, TPEBOCXOAAIIEM Ha 55% HadaIbHbIA YPOBEHb.
PeakiroHHy10 cMeCh BBITPYKAIOT U3 PEAKTOPA, OXJIAXKIAIOT PaClbUISIEMON U/WIN TEKYIIeH
BOJOM (BBICAXIEHUE) U TTOCIIE 3ACThIBAHUS BJIA’KHBINA MAaTEpUAII ITIEPEBOIIT B UBMEITBUYAIOILY IO
anmnapatypy (IpoOHIIKa JIJIsi MEIKOTO APOOIeHUsI, METTbHUIA UIIU YCTPOWUCTBO IS
avcreprupoBanus). Mi3sMenbueHHBIN BIaKHBIM MAaTEPUA C OCTATOYHOM BIaXHOCTBHIO 20%
Mac. 06e3BoxuBaroT B ieHTpudyre npu 1000 06/mMuH. OctaTouHas BIaXXHOCTb MOCIIE
HeHTPUPYTUPOBAHUS COCTABIISIET OKOJIO 5% Mac. 3aTeM BIIAXKHBINM MaTepUal MOMEIIAIOT B
MepeMENUBAIOIIMN HYTU-(QUIIHTP U MIOJIBEPratoT ABYXCTAAMHHOM MPOMBIBKE - 10 pa3 aTaHOJIOM
(o 15 1. B reuenue 1 yaca npu temrepatype 75°C) u3arem 10 pa3 AeMOHU3UPOBAHHON BOAOH
(15 1. B Teuenue 1 yaca npu temnepartype 95°C). [1pu aToM 4-y1o u3 10 BOJHBIX TPOMBIBOK
npoBoadT 0,5%-Hoi BogHOM opTodochopHoi kucinoTor (15 11.). [TomydeHHBINH OUMITIEHHBIN
IT939K cymat. Bpems cyiiku He ykazaHo. I1py onmucaHum U3BECTHOTO YPOBHS TEXHUKH CYLIKY
OCYIIECTBIISAIOT JBAX/Ibl: CHAUasIa CyIIaT BIAXXHbIN (BJIaXXHOCTb OKOJIO 20%) BBITPYKEHHBIN
U3 peakTopa MaTepua B BakyyMHoM Iikady rmpu 100° 1 gaBnernu okojio 100 MO6ap B TeueHue
12 yacoB, 3aTeM Mocjie MPOMBIBKH (0€3 ykazaHus BpeMeHu). Jlajiee mpoIyKT UCCIIEAYIOT Ha
3arpssHeHust MetojioM AAC (aTtomHol abcopburonnoit cnekrpockonuun), MCIT-OC
(ONITUYECKOMN CIEKTPOCKOIIMY C UHAYKTUBHO-CBSI3AHHOM IJIA3MOM) U 3JIEMEHTHOT'O aHAJIU3A.
[TpoaykT cogepKuUT B pacueTe HAa MUJIJIMOH: HATPUS - 15 yactei, Kanus - MmeHee 1 4acTtu, cepbl
- 180 yacreii. Bpemst 06pabotku nipeBbiaet 20 yacoB (06e3 yueTa BpeMeHH
HEHTPU(PYTUPOBAHUS), PACXO/I STUIIOBOTO CIIUPTA U ICHOHU3UPOBAHHOM BOJIHI - 110 150 J1.

CornacHo MpUBEICHHBIM METOJMKAM, HA 00paOOTKY BCETO 5 KT U3MEITLYEHHOTO BIIAXKHOTO
MaTepualla, BBITPYKEHHOT'O U3 peakTopa, pacxoayercs 150-160 . atanona, 150 .
JIEMOHU3UPOBaHHOM BOJIbI U 50 T opTodhochopHOl KUCTOThL. TOIbKO 3Tarn 00padoTKU B HYTY-
bunbTpe AmTcs 0Ko1o0 20 4acos.

3aaua U30OPETEHMS COCTOUT B YCIIEBIEHUH KOHEUHOTO MTPOJIYKTAa U YITPOIIEHUH CIIOC00a
MTOJTyY€HHUsT BBICOKOMOJIEKYJISIPHOTO IO pup3PupKeTOHA, BKITIOUYAS BCE 3TAIIBI OT CUHTE3a
JI0 KOHEYHOTO TOTOBOTO MPOAYKTA.

TexHuueckuii pe3ynbTaT pa3pabOTKU - MOJyYeHUEe OTHOCUTEIBHO JEIIeBOTO 10
YIIPOIIEHHON TEXHOJIOTHUU MEJIKOUCTIEPCHOTO BBICOKOMOJIEKYJISTHOTO TIOJIAGUpIPUpKeTOHA
C MCTIOJIb30BAaHUEM MEHee TIOpOoToro auranoreHuaa (4,4'-nuxnopoeHzodeHoHa), OJHOro
TOJIBKO KapOoHaTa Kajus U NPy COKpaIlleHUH 00111eH TPOI0JKUTEIbHOCTHU ITpoLecca,
JIOCTUTAETCS TEM, UTO B criocoOe nmonyueHust [199K HykieopuiibHON MOMKOHACH CAIUEH
9KBUMOJIBHBIX KOJIMUECTB TMIPOXHUHOHA U AuXjI0p(dhTop)ObeH3odeHoHa B cpefie
T eHnICyTb()OHA B IPUCYTCTBUM KapOOHATa KajIus TIPH MO3TAITHOM MOBBIIICHUN
TemnepaTypsl 10 320+5°C, BKIIIOYAIOIIEM CTAIUU B3AUMOJICHCTBUS AU(EHOISATA TUIPOXUHOHA
¢ IuXx10pOeH30(peHOHOM, B3aUMOIEHCTBHUSI 00Pa30BABIIETOCS OJIMTOMEPA C
ndTopOeH30(heHOHOM, BRITPY3KON MPOAYKTA PEAKIUU HA AJTFOMUHUEBYIO MOIJIOKKY
JICHTOYHOI'O KOHBEWepa (TpaHCopTeEpPa) C OTPAHUYUTENIEM TOJIIUHBI CJI0S TTOJIMMEPHOMN
Macchl, 00/1yBa MOJIMMEPHOM IIJIEHKU XOJIOIHBIM BO3IYXOM U CHATUEM MOJIMMEPA C IMOIJIOKKHU
Mpy OBOpoOTe KOHBerepa Ha 180 rpaaycoB, 1poOIeHHH Ha IAPOBOM MEJTbHHUIIE,
JIBYXCTaIMMHOM MPOMBIBKU uepe3 aKCTpakTop Cokciaera pacTBOpUTEIEM (AETOHOM WU
W30IPOIIAHOJIOM) U AUCTUILUIMPOBAHHOW BOJOM U CYLIKH ITOJI BAKYYMOM.

MonbHoe cooTHoIIeHue 4,4'-muxnopoen3odenona u 4,4'-qudpropoeH30heHOHA COCTABIISIET
9:1-1:9.
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ITpombiBka nonmumepa B annapate Cokciiera aeTOHOM WM U30IIPONAHOJIOM U
JIMCTUIMPOBAHHOM BOJION 3aHUMAET B 0011IeH Cl10KHOCTU 4 yaca (2+2). Ob11iee KOJIM4eCTBO
WCITOJIb3yEMOT' O alleTOHa (MM u3omnponaHoia) v Boabl coctasiseT 20 1. (10+10). ITo mepe
HACBIIIEHUST PACTBOPUTEIIS (ALETOHA WUJIM U30TPOTIAHOJIA) U BOABI OTUIHBTPOBBIBAIOT
TuheHUICYTb(OH U HeopraHudeckue coyii. OUIbTpaThl TOBTOPHO MPUMEHSIIOTCS JIJ11 OUUCTKU
HACTOSIILEN WIX OYEPEAHON ITAPTUH IIOJIMMEPA, & PACTBOPUTEIIb U COJIM CYLIAT U UCTIOJIb3YIOT
110 HA3HAYEHMUIO.

ITokazartens TekyuyecTH paciiaBa onpeaenstor coriacHo 'OCT 11645-73 npu Temiiepatype
3800C u Harpy3ke 49 H.

[TpennoxeHHOE TEXHUYECKOE PELIEHNE UILTIOCTPUPYETCS CIEAYIOIIMMU ITPUMEPAMHU.
ITpumep 1.

B peaktop Ha 50 11 3arpyxarot 15 kr (68 Mob) mudenuncyiabpona, 2,202 xr (20 MoJIb)
ruApoxuHOHa, 4,520 kr (18 Moib) 4,4'-muxnopoben3zodeHona, 3,593 kr kapboHaTa KaJus.
PeaxTop npoayBaroT a30TOM €O CKOPOCTHIO 50 Ji/uac u napauiesibHO B TeueHue 30 MUH py
nepeMelnMBauy Temmepatypy noaaumarot 10 300°C. [Tpu aTolt TemnepaType BbIACPKUBAIOT
B TeueHue 120 muu u nobasmsrot 0,436 kr 4,4'-mudpropobenzodenona. Jlanee remmnepatypy
obicTpo nmoaaumarot 10 320°C u mpoaoikaroT peakuuio emie 120 muH. [Tocne 3aBepiieHus
CUHTE3a I10J1 IABJIEHUEM PEAKLUMOHHYIO MACCY BBITPYKAIOT U3 PEAKTOPA HA AJIFOMUHUEBYIO
IIOJUTOKKY JICHTOYHOT'O KOHBERepa (TpaHCIopTepa) C OrpaHUYMTEIIEM TOJIIIUHBI (3-4 MM)
CJIOSI TIOJTUMEPHOM Macchl. TOHKUM CITOM MOJIMMEPHON MACChI OXJIAKIAIOT, 00AyBast XOJIOIHBIM
BO3YXOM, U CHUMAIOT ITOJIMMED C ITOIOKKH IIPU IMMOBOPOTE KOHBeWepa Ha 180 rpagycos
TaKuM ke orpannuuresneM. [loauMep Ha mapoBo MEIbHULE U3MENTBYAIOT 10 HYKHBIX
pa3MepoB (CO CPEAHEUMCIEHHBIM qUaMeTpoM OT 20 10 50 MKM), B 3aBUCMMOCTH OT HAa3HAYEHUS,
JIBYXCTQIMMHO MTPOBOJIST MPOMBIBKY uepe3 sKcTpakTop Cokciiera aleTOHOM (Wd
HM30MPOIIAHOJIOM) B TEYEHUE 2 YACOB U JUCTUJIMPOBAHHOM BOJIOM (2 yaca) U CyIaT IoJ
BAKYyMOM JI0 TTOCTOSTHCTBA MACCHI.

[TpoaomkuTeTbHOCTD Mpoliecca 6e3 yyeTa CYIIKH B IEJIOM - OKOJIO 12 4acos.

[TonyuenHbI MOAMIGUPIPUPKETOH MPEACTABIISAET COOON TEMHO-KOPUYHEBBIM MTOPOIIOK
¢ mpuBeiIeHHOM Ba3kocThIo 0,7 11/t (0,5%-Hblli pacTBOp cepHOM KucinoThl). Trin=343°C.
IToka3zarens Tekyuectu pacriasa 37 r/10 MuH.

ITpumep 2.

B peaxTop 3arpyxatrot 15 xr (68 Monb) audenuncynbdona, 2,202 xr (20 MOJib)
TUIPOXUHOHA, 2,511 kT (10 Mob) 4,4'-muximopoen3odeHona, 3,593 xr kapOoHaTa KaJusl.
PeakTop npoayBaroT a30Tom co ckopocThio 50 j1/4ac u napauielnbHo B TeueHrue 30 MUH IIpU
repeMenmMBanum remnepartypy nogaumarot 1o 300°C. I1pu 3Tor TeMnepaType BbLICPKUBAIOT
B TeueHue 120 muH 1 nob6asisior 2,182 kr (10 momp) 4,4'-nudTopobeHzodeHona. Jlamee
TeMIiepaTypy ObicTpo nogHumarot A0 320°C u mpogoipkarot peakiuio emne 120 muH. [Tocrne
3aBEPIICHUS] CHHTE3A TOJ1 IABJIEHUEM PEAKIMOHHYIO MACCY BBITPYKAIOT U3 PEAKTOpa HA
AIIFIOMUHMEBYIO MTOJIJIOKKY JIECHTOYHOI'O KOHBeWepa (TpaHCopTepa) C OTPAHUYUTEIIEM
TOJIIIUHBI (3-4 MM) CJIOS IOJIMMEPHOMN MACChI. T OHKMIA CITOV NOJIMMEPHON MACChI OXJIAXKIAOT,
00/TyBast XOJIOIHBIM BO3/TyXOM, U CHUMAIOT MOJIMMED C TTOJIJIOKKH ITPU TTOBOPOTE KOHBEepa
Ha 180 rpaaycoB TakuM e orpanuunteneM. [lomumep Ha mapoBoi MeJIbHUIE U3METbYAIOT
JIO0 HY>KHBIX pa3MepoB (CO CPETHEUUCIIEHHBbIM AUaMeTpoM OT 20 10 50 MKM), B 3aBUCUMOCTH
OT Ha3HAYEHMUSI, IBYXCTAAUMHO IPOBOAST MPOMBIBKY Uepe3 aKcTpakTop Cokcera aueTOHOM
(MM U30ITPOTIAHOJIOM) B TEYEHHE 2 YACOB U JUCTUIUIMPOBAHHON BOJION (2 yaca) M CylaT Mo
BAKYYMOM J10 [IOCTOSIHCTBA MAaCCBI.

OtnnuueM npumepa 2 oT puMepa 1 aBiaseTcsi MOJIbHOE COOTHOIIeHue 4,4'-
nuxiaopoeHzodeHoHa u 4,4'-nudropoenzoderona (1:1).
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[TonydenHsIit monu3pUPIUPKETOH MPEACTABIACT COOOM TEMHO-KOPUIHEBBIN ITOPOIIOK
¢ mpuBesieHHOM Ba3kocThIo 0,8 11/t (0,5%-Hbllt pacTBOp cepHOM KucinoThl). Trin=343°C.
ITokazartens Texkyuyectu paciuiaBa 30 r/10 MuH.

ITpumep 3.

B peakrop 3arpyxatot 15 xr (68 Monb) audenuncyibdona, 2,202 kr (20 MoIIb)
ruapoxuHoHa, 0,502 kr (2 moib) 4,4'-muxnopoen3odenona, 3,593 kr kapOoHaTa Kajusl.
PeaxTop npoayBaroT a30TOM €O CKOpOCTHhIO 50 Ji/yac u napauiesibHO B TeueHue 30 MUH Npy
nepeMenMBauy Temmepatypy nogaumarot 10 300°C. [Tpu aTolt TemmnepaType BhIACPKUBAIOT
B TeueHue 60 MuH 1 100aBiIstOT 3,928 kT 4,4'-mudTtopbeH3odenona. [lanee remreparypy
obicTpo nmoaaumarot 1o 320°C u nmpoaoikaroT peakuuto emie 180 muH. [Tocne 3aBepieHus
CUHTE3a I10]1 JABJICHUEM PEAKLMOHHYIO MACCY BBITPYXKAIOT U3 PEAKTOPA HA AJTIOMUHUEBYIO
IIOJIJTOKKY JIECHTOYHOT'O KOHBEHepa (TpaHCIopTepa) C OTpaHUYMTEIIEM TOJIIIUHBI (3-4 MM)
CJIOS1 TTIOJIMMEPHOM Macchl. TOHKUI CJTON TOJTMMEPHOM MAaCChl OXJIAXKIAIOT, 00 1yBast XOJIOIHBIM
BO3YXOM, U CHUMAIOT ITOJIMMEP C TTOJIOKKHU ITPU MMOBOPOTE KOHBeWepa Ha 180 rpagycoB
TaKuM ke orpannuutesneM. [loauMep Ha mapoBo MEIbHULE U3MENTBYAIOT 10 HYKHBIX
Pa3MepOB (CO CPETHEUMCIIEHHBIM MaMeTpoM OT 20 70 S0 MKM), B 3aBUCUMOCTH OT HA3HAYEHUS,
JIBYXCTQJIMMHO MPOBOJIST MPOMBIBKY uepe3 sKcTpakTop Cokciera aleTOHOM (UJd
M30IIPOIIAHOJIOM) B TEYEHHE 2 YACOB U JUCTUIUIMPOBAHHOM BOJIOM (2 yaca) U CyLIaT MOJ
BAKyyMOM JI0 IIOCTOSTHCTBA MACCHhI.

OTtanuueM nmpuMepa 3 oT npumepa 1 sSBIsIeTCsl MOJIbHOE COOTHOIIeHUE 4,4'-
nuxiaopoeHzodeHoHa u 4,4'-mudropoenzoderona (1:9). Kopme Toro mpoaonkuTeIbHOCTb
IIEPBOTO 3Talla CUHTE3a cocTanisieT 60 MUH, a BTOPOro - 180 MUH., YTO B CyMM€E COOTBETCTBYET
npumepy 1.

[TonyuyeHHBIN MOTMAGUPIPUPKETOH MPECTABISAET COOOM TEMHO-KOPHUYHEBBIN ITOPOIIOK
¢ IpuBeIeHHOM BA3KOCThIO 1,1 11/t (0,5%-Hblii pacTBOp cepHOM KucnoThl). Trn=343°C.
IToka3zarens Tekyuectu pacruiasa 16 r/10 MuH.

(57) ®opmyna uzobpeTeHus

1. Crtoco6 moty4eHusi BLICOKOMOJIEKYJISIPHOTO TTOJIU3GUPIPUPKETOHA HYKICO(PUITHHON
MOJIMKOHICHCAIMEN 9KBUMOJIBHBIX KOJIMUECTB TUAPOXUHOHA U AUTATIOTeHOEH30()eHOHOB B
cpene AMpeHUICyIb(GOoHA B MPUCYTCTBUU IIETOYHOTO areHTa MPY MO3TAITHOM MOBBIIIEHUU
TeMriepaTypsl 10 320+5°C, BKIIIOUAIOIINM CTAIUU BBIACIICHUS U U3MEJIbUEHUS, ABYXCTAIUHHON
MIPOMBIBKH PACTBOPUTEIIEM U TUCTUIUIMPOBAHHON BOAOM, CYIIKH MO/ BAKYYMOM,
OTJIMYAIOIIMICS TEM, UTO B KAYECTBE IIEJIOYHOT0 areHTa MPUMEHSIOT TOJIBKO KapOoHaT
KaJiusl; TOBBILLIEHUE TEMIIEPATyPhl OCYILIECTBIISIIOT B JIBa 3Tama ¢ HarpeBoMm 10 300+£5°C B
TedeHre 30 MUHYT M BBIJIEPKKOU ITPU 3TOU Temriepatype B TeueHue 60-120 MUHYT Ha TTIepBOM
stamne, ¢ HarpeBoM 10 320+5°C u BblaepkKOi B TeueHue 60-180 MUHYT Ha BTOPOM 3Tale, B
3aBUCUMOCTH OT 3aJJaHHOT'O 3HAUYEHMS TOKA3aTENsl TEKYUECTH PACIUIaBa, C IOJIy4YEHUEM
PEaKLMOHHON MAaCChl, KOTOPYIO IO JAaBJIECHUEM BBITPYXKAIOT U3 PEAKTOPA, U3MEIIBYAIOT
IIaPOBOW MEJIBHULIEN CO CPENHEUUCIIEHHBIM AUaMeTpoM OT 20 10 50 MKM, IPOMBIBAIOT U
cyliar.

2. Cnioco0 1o 1. 1, OTIIMYAIOLIMICS TeM, YTO JJIs YACUIEBIEHHUs KOHEYHOTO MPOIYyKTa B
coueTaHui ¢ 4,4'-mudropodenzodheHoHOM Uctoib3yeTcs 10 90 Moi1. % 4,4'-auxiiopoeH30¢peHoHa.

3. Cnoco0 no 1. 1, OTIMYAIOLIMICS TEM, YTO NTOCIEI0BATEIBHO B JIBA 3TAIlA IIPU PA3HBIX
TeMITepaTypax peakiyro MpoBosT ¢ 4,4'-muxiaopoeHzodpeHoHom u 4,4'-mudropderzodheHoHoOM
B UX MOJIBHBIX COOTHOIIEHUSX 9:1-1:9.

4. Cniocob6 mo 1. 1, OTIMYaromuics TeM, YTO MOJUMED MO/ JaBICHUEM BbIJIEISETCS U3
peakTopa, pABHOMEPHBIM CJI0EM HAHOCUTCS Ha A TFOMUHHUEBYIO (DOJTBTY, OXJIAXKAAeTCS 00 1yBOM
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XOJIOJXHBIM BO3JyXOM U CHUMAETCS C MOJIOKKHU C IIOMOIIBIO PA3BOPOTA JIEHTOYHOT'O
KOHBeWepa U BTOPOTO OTPAHUYMUTEIIS.

5. Cnoco6 1o 1. 1, OTJIMYAIOLIMICS TeM, YTO MOJIUMEDP OUMIIAIOT C UCIIOIB30BaHUEM
skcTpakTopa Cokciera aueTOHOM (UM U30MPOIIAHOJIOM) B TEUEHHE 2 YaCOB U
JUCTUIMPOBAHHOM BOAOM (2 yaca), UCIOJIb3ys 1O 10 J1 COOTBETCTBEHHO, 1O MEPE HACBILIEHUS
PACTBOPUTEITS U BOJBI OTUIIBTPOBBIBAIOT TU(DEHUICYTH(HOH U HEOPTraHUIECKUE COJTH, TTPUUEM
(GUITBTPATHI MOBTOPHO MPUMEHSIFOTCS JUISI OYMCTKU HACTOSIIEH WU OYepPETHOMN MapTUH
[0JIMMEPA, & PACTBOPUTEND U COJIA CYLIAT U UCTIOJIB3YIOT 110 HA3HAUYECHUIO.

6. Crioco0 1o 1. 1, OTAMYAIONIMIACS TEM, YTO MOJIY4YeH MOIU3I(PUPIPUPKETOH C BBICOKUMHU
MoKa3aTeasIMu npuBeieHHON BA3KOCTH (0,7-1,1 11/T), 4TO B COUETAHUU C ITIOKA3ATEIISIMU
TEKYYECTU pacIulaBa CBUAETEIIBCTBYET O MOJIYYEHUHA BBICOKOMOJIEKYJISIPHOTO
nonaGUpIpUpPKETOHA.

Crp.: 9
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