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(54) CNOCIB OTPUMAHHSA NONILUIAHYPATY

(57) Pedpepar:

BuHaxig HanexuTb 0O BUCOKOMOMEKYNAPHUX CMOMYK, WO OTPUMYIOTb peakUigMn YTBOPEHHS 3B'A3KY,
O MICTUTb @30T y CMOSTyYEHHi 3 aTOMaMn OKCUreHy B OCHOBHOMY NaHL03i MakpOMOMEKYnu, MOXe
OyTW BMKOPUCTaHUW ONA OTpUMaHHA MeMOpaH, inbTpiB Ana ginbTpauii Ta po3aineHHsa pigkmx
PEYOBWH i rasie, HaNpPUKNag y nasMBHUX enemMeHTax, Ha aTOMHUX ENEKTPOCTaHLisIX.

3apavelo gaHoOro BuHaxody € 3abesnedeHHs MOXITMBOCTI BBEAEHHSI B CTPYKTYpy nonidiaHypaTy
byHKLiOHaNbHUX rpyn, SKi 6 CNpUsnn NPOHMKHEHHIO cneundivyHnX Monekyn Yyepes chopmoBaHi nopu
B noniMepHoMy marepiani i NigBULLEHHS TEPMIYHOI CTIMKOCTI, Wo 3abe3neynTb NpuaaTHICTb Takux
MaTepianiB Ans BUKOPUCTaHHS SK epeKTUBHUX ifbTPiB NPM BUCOKNX TeMNepaTypax ekcnnyaTtadii.
MoctaBneHa 3apada JocCsraeTbCs TWM, WO B cnocobi OTpMMaHHA nofiuiaHypaTty  LUMSXoM
BMCOKOTEMMNEPATYPHOI  NONiUUKNOTpUMepu3adii  uiaHoBoro ectepy bGicdeHony, BignoBigHO [0
3anpornoHOBaHOIO BMHaxo#dy, SK UiaHoBWMIA ecTep BicdeHony BMKOPUCTOBYIOTL AianinguuiaHoBui
ectep OicdpeHony E, i peakuito noniyuknoTpumepusauii npoBoasats npu 175 °C npoTtarom 7 rogvH y
MPUCYTHOCTI HAHOYACTMHOK 30110Ta (LWwabnoH), ki Nicns 3aBepLUEeHHS CUHTE3Y NoniMepy PO3YNHSAIOTD |
BMAANSAOTb 3 NONIMEPHOI MaTpuLi XiMIYHUM METOAOM 3a AONOMOro po3dnHy Ki/lz.
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BuHaxig HanexuTb [0 BMCOKOMOMEKYMSIPHUX CMOMyK, WO OTPUMYIOTb peakuisiMv YTBOPEHHS
3B'A3KY, L0 MICTUTb @30T Yy CMOMYYEHHI 3 aTOMaMuy OKCUreHy B OCHOBHOMY NaHL03i MakpoOMOneKynu,
MOXe OyTn BUKOPUCTaHUIM ANs OTpMMaHHs MembpaH ans inbTpadii Ta po3agineHHs pigkMx pevyoBUH i
rasie, Hanpuknag y nanuBHMx enemMeHTax, inbTpax Ha aTOMHUX eNeKTPOCTaHLUisX.

Bigomnii cnoci6 [1] oTpumMaHHA NoOpuCTUX MNIBOK MosiliaHypaTy LUMSIXOM BUCOKOTEMMEPATYPHOI
noniuMkrnoTpumepusadii LiaHoBoro ecrtepy OicdeHony npu cTyniH4aTomy MigBULLIEHHI TemnepaTypu.
Peakuito noniumknoTpumepusadii BMxigHoi cymiwi (abo ii posTony), wo mictnute 95-50 % mac.
AuuiaHoBoro ectepy (MoHoMepy abo oniromepy), 5-50 % mac. iIHepTHOI BUCOKOKMMNIIAYOI piguHu, Ta 1-
10 % mac. (Bi@ KinNbKOCTi UiaHAaTHOrO KOMMOHEHTa) KaTanidatopa, NpoBOAATb Yy npec-dhopmi 3
aHTuagresinHUM NOKPUTTSM LUNSXOM CTyrneHeBoro HarpiBaHHs Big 150 go 240 °C npotsarom 8-10 rog.
3 HACTYNHWUM eKCTparyBaHHAM OTPUMAHOI MMiBKU B HU3bKOKUMMSYOMY PO3YMHHUMKY 3a TemnepaTypu
KMNiHHA OCTaHHLOro NPOTAroMm 16 rod. 3 HaCTYNHWM CYLWIHHAM MNoniMepy y BakyyMi 3a TemnepaTypwu
45-55 °C. OgepxaHi NNiBK1 XapakTepu3yloTbCs BUCOKOK TemnepaTypoto cknyBaHHSA ([[«=180-212 °C)
3 cepeaHimM po3mipom nop ~ 27-55 HM. Hegonikom BigomMoro cnocoby € Te, WO Y CTPYKTYPi OTpUMaHnxX
noniuiaHypaTtiB HEMae HeHacu4eHuX 3B'A3KIB, A0 SIKMX MOXHa Oyno 6u npuwenntyn yHKUioOHamNbHI
rpynu, siki 6 cnpusnmM NPOHUKHEHHIO crieuMdivHNX MOSeKyn vyepe3 nopu B noniMepHoi nniBLi, To6To
Taki maTepianu He npuaaTHi 4Na BUKOPUCTAHHA 9K e(PeKTUBHUX (PinbTpiB.

Bigomnii cnoci6 [2] oTpuMaHHSA NOpUCTUX MNMIBOK NosiliaHypaTy LWMASIXOM BMCOKOTeMMepaTypHOT
noniumknoTpumepusadii UiaHoBoro ectepy bGicdeHony. Peakuito noniyuknoTpumepmsadii BUXigHoi
cymiwi 95-50 % mac. auuiaHoBoro ectepy, 5-50 % Mac moaudikatopy nonikanponaktoHy (MKI), Ta 1-
10 % mac. (Big KinbKOCTI LiaHaTHOrO KOMMOHEHTA) KaTamnidatopa, npoBoAdATb Yy npec-gopmi 3
aHTVaaresinHMM NOKPUTTAM LUMASXOM CTyneHeBoro HarpiBaHHs Big 150 go 210 °C npotarom 8-10 roga. i
HenpopearyBaBLwun (HeBOygoBaHui y ciTky) mogudpikatop [MKJ1 ekcTparyloTb aueToHoOM i cywaTb
nonimep 3a 50 °C B Bakyymi OO MOCTiiHOI Barn. OpepkaHi MNiBKM XapakTepu3yrTbCA HU3LKUMU
AgienekTpnyHuMmy BTpatamm (€=2.5-3.2) 3 cepegHim po3amipom nop ~ 32-50 HM. Hegonikom Bigomoro
cnocoby € Te, WO Yy CTPYKTYpi OTpUMaHUX nofiuiaHypaTiB HEMAE HeHacU4eHuX 3B'sA3KIB, A0 SKUX
MOXHa Oyno 6w npuwenntn dyHKUIOHanNbHI rpynn, siki 6 CNpusanM MPOHUKHEHHKO CcneundivHNX
MOJEeKyn Yepes3 nopu B NoniMepHoi Nnieui, TOOTO Taki MaTepiany He NpuaaTHi AN BUKOPUCTAHHS SIK
edekTUBHUX DiNbTpIB.

Bigomnii cnoci6 [3] oTpuMaHHA NopuUCTUX MMIBOK MosiliaHypaTy LUMSIXOM BUCOKOTEMMEPaTYpPHOI
noniumknoTpumepusadii LiaHoBoro ectepy OicdeHony. Peakuio noniumknoTpumepusauii BUXigHot
cymiwi 95-50 % mac. guuiaHosoro ectepy, 5-50 % mac. nonikanponaktoHy (MKIM), Ta 1-10 % mac. (Big
KiNbKOCTI LiaHaTHOro KOMMOHeHTa) kaTanidatopa, MpoBOAATb y npec-hopMy 3 aHTUaaresiiHum
NOKPUTTAM LUNAXOM CTyneHeBoro HarpiBaHHs Big 150 go 210 °C npotarom 8-10 rod. 3 HacTyrmHUM
rigponi3om OTpMMaHoi NNiBKM BUTPMMYBaHHAM ii npotsarom 15 ai6 npm 70 °C B BOAHOMY pO34uHi i3
pH=8,16 KH2PO4 (1,35 %) i NaOH (0,43 %) i3 C2HsOH B nponopuii 1:1 (no o6'emy) 3 HacTynHUM
NPOMMBaHHAM [0 HewTpanbHoro pH Ta cywkoto B BakyyMmi npu 60 °C go noctinHoi Barn. OgepxaHi
NNiBKN XapakTepusylTbCA HU3bKUMU JienekTpuyHumMu BTpaTamu (€=2.5-2.9) 3 cepefHiM po3mMipom
nop ~ 32-50 Hm. Heponikom Bigomoro crnocoby € Te, WO Yy CTPYKTypi OTpUMaHMX nofidiaHypaTis
HEMae HeHacu4eHux 3B'A3KiB, OO AKMX MOXHa Oyno O npuwienuty yHKUiOHanbHI rpynu, siki 6
CMPUSINA  MPOHUKHEHHIO CcrneuundiyHMX MOneKkyn 4epes nopu B MOMiMEpHOi nniBui, TOGTO Taki
MaTtepianu He NpuaaTHI ANs BUKOPUCTaHHSA SK e(PEKTUBHMX PinbTpiB.

Bigomun cnoci6 [4] oTpyMaHHSA NopMCTUX MAIBOK NoniuyiaHypaTty LUMASXOM BUCOKOTEMMEepaTypHOI
noniuMknoTpuMmepusadii LiaHoBoro ectepy GiccpeHony. Peakuito noniunknoTprmepusadii NpoBoAATb
3a HassHocTi 4o 50 mac. % nonimepHoro moaudikatopa, obpaHoro 3 psgy nonietepis, noniectepis,
noniypeTaHiB y NPWCYTHOCTI KaTtanizaTopa (aueTunaueToHaT MeTany/HOHINndgeHon, TpuetTunamiH).
CuvHTe3 nonimepy BMKOHYIOTb MO HacTynHomy pexumy: 150 °C - 5 rog. + 180 °C - 3 roa. + 210°C - 1
rogd., NiCnsi 3aBepLUEHHs PeXyMy TBEPAHEHHsI MNiBKy CMHTe30BaHoro nonimepy 6ombapayioTb a-
YacTuHkamu 3 eHeprieto 27.0 MeB 3 yuknoTpoHy 3a cTpymy BusegeHoro nydka 30 HA npoTtarom 30 cek
i npoTpaBnioTb 5 %-MM po3umMHOM Tgkoro kani B etaHoni 3a temnepatypu 70 °C npotarom 1-2 xB.
AN BUOaneHHsa ynamkie 3 Tpekis, Wo yTBopunucs. OaepxaHi NniBKU XapakTepusyrTbCA HU3bKUMU
JienekTpnyHummn BTpatamm (£=2.5-2.9) 3 cepefHim po3mipom nop ~ 30-48 HM. Hepgonikom Bigomoro
crnocoby € Te, WO Yy CTPYKTYpi OTpPMMaHUX noniuiaHypaTtiB HEMae HeHacuyeHuX 3B'A3KIB, OO0 SIKUX
MOXHa ©Oyno Ou npuwenuTn QYHKLIOHanNbHI rpynn, ski 6 CnpusinM NPOHUKHEHHIO cneumndivHmnX
MOJEeKyn Yepes nopu B NOMIMEPHOI NNiBLj, TOOTO Taki MaTepiany He NpuaaTHi AN BUKOPUCTAHHS SK
eeKTUBHUX QINbTPIB.

Hanbinbw 6nmn3bkMin 3a TEXHIYHOK CyTT0O € cnoci® [5] oTpumaHHs noniuiaHypaTiB LMISXOM
BMCOKOTEMMNEPATYPHOI MoniuMknoTpuMepusadii uiaHoBoro ectepy 6icdeHony. Peakuito TBepAiHHSA
NPOBOAATb Y MPUCYTHOCTI KaTanisatopa (aueTtunauetoHaT MeTany/HoHindeHon, TpuetTunamiH) 3a
Taknum pexkxumom: 150 °C - 5 rog. + 180 °C npotdarom 0,1-3 rog. i 3ynuHSIOTb NpU CTyMNeHi KOHBEPCii
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MoHomepa 90-95 %. MNonimep ogepxyoTb y BUrNsAi nnisku. lMicns 3aBeplUeHHS pexuMy TBepAiHHA
HenpopearoBaHi 3anuliKM MOHOMEpa eKCTparyiTb 3 COPMOBaHOI NONiMepHOI (noniuiaHypaTHOI)
CiTKM aLeTOHOM 3 HacTYMHMM CYLUIHHAM nonimMepy y Bakyymi 3a Temnepatypu 50 °C. OgepxxaHi nniBku
XapaKkTepuayrTbCA HU3bKUMU AieNeKTpuiHuMKn BTpatamm (€=2.5-2.9) 3 cepeaHim po3mipom nop ~ 32-
50 Hm. Heponikom Bigomoro crnocoly € Te, WO Yy CTPYKTYpi OTpMMaHux noniuiaHypaTtiB Hemae
HEeHacu4yeHuX 3B'A3KIB, 40 SKMX MOXHa Oyno 6u npuwienuTn yHKUioHanbHi rpynu, ski 6 cnpusanm
NMPOHUKHEHHIO creundivyHNX MONEKyNn 4Yepes3 nopu B MOMIMEPHOI MniBui, TOOTO Taki MaTepianu He
npuaaTtHi 4nsi BUKOPUCTaHHSA K epeKTUBHNX PiNbTpiB.

3apavelo gaHoro BvHaxoay € 3abesneyvyeHHs MOXNUBOCTI BBEAEHHHA B CTPYKTYpy nonidiaHyparty
YHKUiOHANbHUX rpyn, SKi 6 CNpMAnM NPOHMKHEHHIO CNeLMdIiYHNX MOMeKyn Yepe3 chopMoBaHi nopu
B noniMepHoMy maTepiani i niaBULLEHHS TEPMIYHOI CTIMKOCTI, Wo 3abes3neuntb NpuaaTHICTbL Takux
MaTepianis Ans BUKOPUCTAHHSA SK ePeKTUBHUX iNbTPiB Npy BUCOKUX TemnepaTtypax ekcrnnyaTauii.

lMoctaBneHa 3agada [ocAraeTbCd TUM, WO B Cnocobi OTpUMaHHA noniuiaHypaTy LUNAXoM
BMCOKOTEMMEPATYPHOI NOniuMKNOTpUMepu3adii  uLiaHoBoro ectepy 6icdeHony, BignoBigHO A0
3anponoHOBAHOrO BUHaxody, SIK UiaHoBMI ecTep OicdpeHony BMKOPUCTOBYIOTH AianinauuiaHoBuWNA
ectep OicheHony E, i peakuito noniumMknotTpumepusauii npoBogdate npu 175 °C npotarom 7 roguH y
NPUCYTHOCTI HAHOYACTMHOK 305oTa (LWabnoH), AKi Nicnsa 3aBepLUEHHS CUHTE3Y NONIMEPY PO3YUHSIIOTD i
BMOANSOTb 3 NoNiMepHOT MaTpuui XiMiYHMM MeToaoM 3a AonomMoroto po3udnHy Ki/la.

CyTb 3anponoHOBaHOro BMHaxoAdy nomnsrae B TOMy, L0, NO-NepLue, 3a CTaH4AapPTHOK METOLMKOK
CUHTE3YIOTb AianinguuiaHoBuin ectep bicgeHony E 3 bicpeHony E:

Br K2CO3
+ /\/ e —
HO OH \/\O o/\/

NN = BrCN NN =
HO OH NCO OCH

Mo-apyre 3 nopowky cknagy AussAges LUNAXOM CMiKaHHA OAepXYTb TabneTky, 3 AKkoi BUAansaoTb
Cpibno ximiyHMM MeToOO0M 3 BUKOPUCTaHHAM 65 %-oro po3unHy HNOs npu 80 °C 3a peakuieto:

NOs + 3Ag+4H* — NO 1 + 3Ag* + 2H20.

Micna npomMmuBaHHA BOAOK i CylliHHA TabneTtku wabnoHa 3onoTa, ii NpocoyyBann pPoO34YMHOM
dianinguuiaHosoro ectepy bicpeHony E y TeTparigpodypaHi, notim Bugananu teTtparigpodypaH y
Bakyymi. [licrna uboro 3gincHioBanNu peakuito noniuMknoTpumepusadii gianinguuiaHoBoro ecrtepy
biccpeHony E in situ y npucyTHocTi wabnoHa 3onota npu 175 °C npotarom 7 roguvH. NMpu TBEpAiHHI
dianinguuiaHosoro ectepy bicdeHony E dopmyeTbes nonidiaHypatHa citka (MLUC). Mpouec cuHTesy
KOHTPOMOTb MeToAoM [Y-cnekTpockonii 3@ 3HUKHEHHSIM CMYT MOrMWHaHHS npu 2236-2272 cvm?, wo
Bi4NOBIgalOTb BaNeHTHUM KONMMBaAHHAM LiiaHaTHUX rpyn, Ta 3a NOosIBOK iHTEHCUBHUX CMYr NOMMMHaHHSA
npu 1358 i 1557 cm, siki BigHOCATbL A0 BaneHTHUX KOMMBaHb TPUA3MHOBOMO LMKIY Ta 3B'S3KY (DEHIN-
KACEHb-TPMa3uH B nonidiaHypaTHin citui. [ani HaHoyacTWHKM WabnoHa 30M0Ta PO3YUHANM i
BMAanNAnu 3 nonimepHoi maTpuui 3a gonomoroto po3dnHy Kl/lz 3a peakuieto:

Au + | — Aul.

Mpwn BMaganeHHi wabnoHa 3o050Ta 3 NofiMepPHOi MaTpuLi YTBOpOTLCA nopu. Ha dir. 1 npuBeaeHi
mikpodoTorpadii ogepxani metogom CEM. BugHo, wo MNUC nicna BuganeHHs wabnoHa 3onota Mae
nop 3 cepeaHim poamipom 60-120 HMm.

Ona nigTBepaXeHHs CcyTi BUHAxody HaBOAUTBCS MNPUKNaL 3a BWHAXoOOM Y MOPIBHAHI 3
NPOTOTUMNOM.

Mpuknag

Mopowok AussAgss cnikanu npu Temnepatypi T=750 °C. OpepxaHy TabneTky obpobnsanu 65 %-
um po3dmHom HNOs npu 80 °C gns BuaaneHHs cpibna. BigcyTHicTb cpibna B oTpumaHin Tabnetui
nigTBepaKyBanM MeTogoM eHeprogncnepciiHoro peHTreHiBcbkoro aHanisy, EPA (®ir. 2). Ha cnekTpi
EOPA npucyTHin nuk, Wo BignoBigae 30M0Ty, ane BiACYTHIN MK, WO XapakTepu3ye HasiBHICTb cpibna.

Hani  opepxaHy  TabneTky mpocoyvyBanM  PO34YMHOM  MONEpedHbO  CMHTE30BaHOro
gianinguuiaHoBoro ectepy GicpeHony E y TeTparigpodypaHi, BucywyBanu Big TetparigpodypaHy y
BakyyMi i oTBepmxyBanu npu 175 °C npotsrom 7 roguH. OgepxaHo nopucTuin nonidiaHypat, SKkvin, Ha
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BiAMIHY Bif MPOTOTUNY, MICTUTbL Y CBOIN XiMiYHIA CTPYKTYpPi aninbHi rpynu (niaTBepmkeHo metogom [4-
CMEKTPOCKONIi: HasiBHICTb CMyr BaneHTHWX KOnuBaHb 3 Makcumymom npu 1640 cml) 3 cepenHim
po3mipom nop 60-120 Hm i Temnepatypoto 5 %-0i BTpatu macu Tg5%=400 °C (y 3pas3ka 3a
npototTnnom Ta5%=368 °C) i TemnepaTypoto 50 %-oi BTpath macu Tp5%=587 °C (y 3paska 3a
npototmnom Tp5%=548 °C). BBegeHHa B CTpyKkTypy nonidiaHypaTy aninbHUX rpyn [O03BOMISE
npuLenoBaTn cneumdiyni yHKUioOHanbHI rpynu, ski 0yayTb CNpUSTU NPOHUKHEHHIO cneundivHmx
MOfeKkyn 4yepe3 ccopmOBaHi nopu B MNONIMEPHOMY MaTepiani, i NiaABMLLYE TEPMIYHY CTIRKICTb
noniuiaHyparty, Wwo 3abe3neunTb NPUOATHICTL Takux maTepianiB Ans BUKOPUCTAHHSA K e(PEeKTUBHUX
inNbTPIB NpY BUCOKUX TeMnepaTypax ekcnnyarauii.

®ir.1 MikpodoTorpadii wabnoHa 3omnota (a) i NUC nicns BuganeHHs wabnoHa 3onoTa (cepeaHin
po3mip nop 60-120 Hm) (6)

®ir.2 Cnektp EQPA wabnoHa 3onoTa nicns BuganeHHs cpibna

[hxepena iHdpopmadii:

1. MNaTteHT Ykpainm Ne 39202, CO8G 73/00, 2009, Bion. Ne 3, 2009 p.

2. MaTteHT Ykpainm Ne 50499, C08G 73/00, 2010, Bron. Ne 11, 2010 p.

3. MaTeHT Ykpainm Ne 50501, CO8G 73/00, 2010, Bron. Ne 11,2010 p.

4. NMaTteHT YkpaiHm Ne 50519, C0O8G 73/00, 2010, Bton. Ne 11, 2010 p.

5. MarteHT Ykpainm Ne 50520, C08G 73/00, 2010, Bron. Ne 11, 2010 p.

®OPMYJIA BUHAXOLOY

Cnoci6 oTpumaHHsa noniuiaHypaTy LUASXOM BMCOKOTEMNEpPaTYPHOI NOMiuuKNOTpnuMepm3adii LiaHoBoro
ecTtepy OicdpeHony, skui BigpPI3HAETbCA TUM, WO K LiaHOBMI ecTep BicdeHomny BUKOPUCTOBYIOTb
gianingvuiaHosun ectep GiceHony E, i peakuio noniumknotTpumepmsadii nposogate npu 175 °C
NpOTArOM 7 TOAMH Y MPUCYTHOCTI HaHOYaCTUHOK wabnoHa 3onoTta, AKi NiCns 3aBepLleHHs CUHTEe3y
noniMepy po34YnHAIOTb | BUAANAITb 3 NosiMepHol MaTpuui XiMiYHHUM METOAO0M 3a AOMOMOroK PO3YUHY
Kl/l2.

dir.1
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