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ITpoBeeHO CPaBHUTEIBHOE UCCIICIOBAHIC METOOB OYMCTKM OJHOCTCHHBIX YIJIepoiHbIX HaHOTpyOok (OYHT),
TIOJTyYCHHBIX 3JICKTPOTYrOBBIM CHHTE30M. METONBl OYHCTKM BKJIIOYAM: OKHCJICHHE HMCXONHOIO MaTephana Ha
BO3MyXe TPH PasiNYHEIX TEMIlepaTypax, 0OpaOOTKy W/MIM OKHCJICHHE PacTBOPAMH HEOPraHWYECKHX KHCIIOT,
MHKPOGIIBTPALHIO CYCIICH3UH HCXOIHOTO W/WIM OKHCJICHHOTO MaTepHasla, a TaKXkKe PasjIMdHble KOMOMHAIMN 9THX
MeTozoB. Yncrora nomydeHusix OYHT xapakTeprsoBaiach METOIOM CIICKTPOCKOIII KOMONHAIIOHHOTO PacCesHHA.
IMoka3sano, YTO HAMTyYIIIe Pe3y/bTaThl JaeT METON OYNCTKH, BKIIOYAIOMIHH CITCIYIONTHIe TTOCIIeNOBATE/IbHBIC CTaNN:
00paboTKa M OKHCJICHHEC HCXOJHOIO MaTepHajia B a30THOH KHCJIOTE, MHKPO(HIBTpALNS CYCICH3HH OKUCICHHOTO
MaTepHajia B BOJHOM PacTBOpPE IMOBEPXHOCTHO-aKTHBHBIX BEIECTB Yepe3 TPEKOBBIE MEMOpAHBI, CYIIIKa, OKHCIICHHE
Ha BO3yXe 1 OTXKUT B BaKyyMe IIPH PasJIMIHbIX TeMreparypax. Yucrora nosmydenasix OYHT nocrurama 70-80 wt.%.

Pabora BemonHeHa npu noamepkke PPPU (mpoextst N 00-03-32086, 01-02-17358), MHTLI-1400, THTII

”®ystepensl u aromusle kiactepsl” u MHTAC.

B nacrosimee Bpems pa3paboTaHbl pa3jIM4YHbIC CHOCOOBI
IPOU3BOJICTBA ONHOCTEHHBIX YIVIEPOAHBIX HAHOTPYOOK
(OYHT), ocHOBaHHbIC Ha HCTIAPECHUHM IpaduTa TEPMUYESCKUM
pacIbUIEHHEM B 3JIEKTPUYECKON IyTe WX JIa3ePHBIM UCTIape-
HueM u fip. [1-3]. Ucxomusiit Matepuan (M), mosydeHHbI
B pe3yJibTaTe 3TUX MPOIEeccoB, comep:kuT nomumo OYHT
npuMecu aMopgHoro yriiepopna, HaHOYacTHLBI Ipadura u
MeTaJllla Kartayams3aropa. I1103ToMy o4eHb BaKHOU cTammei
B mpomsBonctse OYHT sBisiercss paspaboTka criocoOoB
UX OYUCTKM OT TNpHUMecell Ui TONydeHHs HaHOTPYOOK
MaKCHMaJIPHOW CTerneHH 4McTOTH. Hapsmy ¢ stuMm B Xome
mporecca OYMCTKA HeoOXOOMM MPOCTONH U HaIeKHBIN

9KCIIPECC-METO KOHTPOJs 4YUCTOTH moimydaembix OYHT.
Crexrpockonusi kombuHanoHHoro paccesiuusi (KP) ceera
ABJISIETCS. OCHOBHBIM METONOM XapaKTepU3allud HaHOTPY-
00K, Ha OCHOBaHUM KOTOPOro pa3paboTaH KOJIMYECTBEHHBIN
sxcrnpecc-anam3 OYHT [4,5].

B naHHO#l cTaTbe NpENCTaBJIEHBI PE3yJIbTaThl CpPaBHU-
TEJIbHOTO W3y4YeHHs Pa3IM4YHbIX MeTonoB ouucTkn OYHT,
MIOJTyYCHHBIX AJICKTPOIYTOBBIM CHHTe30M. WneHTnduxarms
OYHT u Konu4ecTBEHHBI KOHTPOJIb 32 MX YACTOTOH OCy-
iecTBIIsICS MeTonoM criekTpockormu KP cera.

WM (ob6pasen 1), conepxaruuit OYHT, 6but1 mosty4deH tep-
MHYECKHIM HCIApeHUEeM MeTaJUI-TpadUTOBBIX 3JIEKTPOIOB

Xapakrepuctuka metonoB ounctkn OYHT

Obpaszen Meronpl ouncTKI

1 Hcxonneiit MaTepras He noaseprajicsa o0padoTKe, XPaHIICS Ha BO3IyXe.

IT Oxucienne VIM Ha Bosnyxe pu T = 350°C B TeueHue 1 daca

6 Oxucienrie UM B pactBope HNO;3 (2.5M) npu T = 103°C 35 yaco. QuibTpalisi CYCIeH3HH OKUCJICHHOTO MaTepHasia
B BOJHOM pacTBope MoBepxHOcTHO-akTuBHOro BemectBa (ITAB) Tpurona X-100 4epes TpekoByio MemGpany (TM)
(mramerp mop —d = 0.4 um), TPOMBIBKA BOJOM, METAHOJIOM H CyIIKa B Bakyyme 5.5 waca npu T = 110—120°C.

6T Okucrnienre obpasna 6 Ha Bosmyxe npu T = 550°C 30 min.

67-1 | Omxur obpasua 67 npu T = 1200°C B Bakyyme B KBapIieBoii ammysie 1 dac.

10 Oxucnienrie UM Ha Bosmyxe mpu T = 350°C 15min. OG6paGorka storo matepuana B 36% HCI mpu kuneHnn
(T = 102—109°C) 35min. PuibTpamysi MOJYYCHHOIO0 MaTephana, CYCIICHANPOBAHHOIO B BOZHOM pactsope IIAB
moxer cyibdara Hatpusi (KoHueHTparwst [IAB paBrsimach 1.2 KpUTHYECKOI KOHIICHTPALMH MILIC/UI000pa30BaHus) depe3
TM (d = 1 um), npoMBIBKa BOJIOI, METAHOJIOM M CyIIKa B Bakyyme 3 4aca mpu T = 160°C.

12 Oxucienne VIM Ha Bosgyxe mpu T = 350°C 249aca. O6paboTKa OKHCIICHHOro MaTepraia pactsopoM 36 wt.% HCl npu
kunernd (T = 110°) 3 vaca. OubTpaiysi HOJyYEHHOIO MaTepuasa, CyCIeHIMPOBaHHOrO B BOMHOM pactBope TpuroHa
X-100 gepes TM (d = 1 um), npoMbIBKa BOZIOI, METAHOJIOM U CylIKa B BakyyMe 4 4aca npu T = 140°C.

S O6paser; OYHT, nosty4ennsii B [1].
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Puc. 1. 3aBucuMOCTh CMEIICHHMS MTOJIOKEHUS MMKa TaHreHIMabHO# Monpl B criektpe KP OYHT OT IJI0THOCTH SHEPruu JIa3epHOro Jryva
U1 00pasLoB ¢ pa3uuHbIM copepikanueM OYHT.
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Puc. 2. Crexrpsr kombunammonsoro paccesiunst OYHT. O6pasisr 6 (noBepxHOCTHBIA rpadur), 6, 6T u 6T-1.
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(C:Ni:Y,03 = 2:1:1wtrel) B snekTpruecKoii ayre mo
panee ornmcantoil Metonuke [6]. Conepxanne OYHT 8 UM
[0 JaHHBIM MPOCBEYMBAIOIIEH 3JIEKTPOHHONM MUKPOCKOIIMHA
paBHO 15-20 wt.%. B Tabimiie nmprBeneHa XapaKTepHCTUKA
METO/I0B OYUCTKU U3YYEHHBIX B cTaTbe 0OpasnoB OYHT.

Cnextpel KP cBera perucrpupoBau Ha mpubope
Jobin-Yvon S-3000 ¢ Bo3Gy»xieHrneM crieKTpoB Art-yasepom
(nmHA BOJHBEI Bo3Oyxpatomero cera 514.5nm). B crek-
tpax KP OYHT HaOmoparorcsi XapakTepHble IUKU B HU3-
KOYacTOTHO# obmactu crektpa 150-200cm™! (mbixaTesn-
Hasi MOa) M BBICOKOYACTOTHOW obiact crekrpa 1567 u
1592cm™! (TaHreHumasbHas Mona). AGCOMIOTHas MHTEH-
cUBHOCTPh TIMKOB criekTpa KP He sBisieTcs Mepoil YMCTOTH
OYHT wu3-3a TpyTHOCTH CO3AaHWS ONMHAKOBBIX DKCIICPHU-
MEHTAJIbHBIX YCJIOBUI IIPU peructpanuu cuekrpos. IToato-
My pa3pa0OTaHa METOHMKA KOJIMYECTBEHHOT'O OIpEIesICHUs]
OYHT, ocHoBaHHasi Ha 3aBHCHMOCTH CIOBHra IHKa MpU
1592 cm™! oT IJI0THOCTH SHEPryK J1a3ePHOTO JIyda, KOTopast
omucaHa panee [4]. DTa 3aBHCHMOCTH SIBJISIETCSI JIMHEH-
HOM, W yrojl HaKJIoHa XapakrepusyeT conep:xkanne OVHT B
obpasie [5]. Ha puc. 1 npuBeneHsl 3aBHCHMOCTH BEJIMYHH
CMeEIIEeHUs TIOJIOKEHNS ITMKA TaHTeHI[aIbHOI MOJIBI B CIIEK-
Tpax KP OYHT oT 1uioTHOCTH 3HEPruM JIa3epHOTO JIyda
IJIL pa3iMuHbIX o0pasuoB. Ilpsmas I coorBercrByer UM
u otBevaer 15wt.% comep:kaHmio HAaHOTPYOOK B oOpasiie,
a mpsMasg S — MakcuMmasibHOU crereHn unctotel OYHT,
paBHOI1 95 wt.%.

Bce meronsr ounctku OYHT HampasiieHbl Ha yroajieHue
HAaHOYACTUI[ yIJIepofa, aMOP(HOro yriepoga 1 MeTauiade-
CKHX YacCTHUIl KaTaju3aTopa. MeToJ] O4HCTKY OCHOBAaHHEIH Ha
npoctoM HarpeBanuud MM Ha Bosgyxe mpu T = 350°C
B TeueHne luaca (obpasen /7), MPUBOIMT K YaCTHYHON
notepe Beca mcxomgHoro obpasma (15-20%) 3a cuer cro-
panus rpadura U K yBequmueHmoo copep:xkanusgs OYHT ot
15%wt. st UM po 25% must obpasia IT (mpsimbie [
u /T Ha puc. 1). O6paboTka OKHCICHHBIX 00Pa3I0B CONISTHOM
KHCJIOTOi IPUBOAMT K AaspHeimei ounctke OYHT, npruem
yBeJIM4YEHUE BpeMEHU 00paboOTKU MOBBIIAET CTENEHb O9UCT-
ku (mpsimble /0 u 12). Yucrora OYHT pasHa 30% st
obpasna /0 u 35% nua obpasua 12.

Ha puc. 2 npusenenst KP-criekrpsl 111 o6pasuos OYHT,
HOJTy4eHHBIX 00paboTKOil a30THOM kuciaoToil UM ¢ mocie-
OYIONUM OKHCJICHHEM Ha BO3IyXe U OTXKUIOM B BaKyyMe
pu BEICOKOI Temmeparype (obpasupt 6—67-1). KP-crektp
obpasma 6, CHATHI MPU MajloOi MOIIHOCTH JIa3epPHOTO 00-
JIydeHusl, TIPEICTABIISIET co0O0H crekTp rpadura (kpusas 1),
umeromero ase nojockl D (1360cm~!) u G (1602cm™1),
YTO yKasblBaeT Ha Haymuue Ha nosepxHoctd OYHT rpadu-
TOBOTO CJIOS. Y BEJIMYEHHE MOIIHOCTH JIA3€pHOro 00JIy4eHus
B 2 pasa maer crektp (KpuBas 2), KOTOPBI XapaKTepeH
g OYHT. Oto oObscHseTCS BBITOpaHHEM IOBEPXHOCT-
HOro rpaura, Temmeparypa ropeHusi KOTOPOro HIDKE TeM-
nepatypbl ropeHuss HaHOTpyOok. Iloatomy mia ymaneHus
HOBEPXHOCTHOTI0 Tpacdura odpasel ojiBeprajics OKUCICHHIO
Ha Bosmyxe. CriekTp mnosydeHHoro oGpasia (obpasen 67)
umeeT xapakrtepHsii st OVHT Bun (kpuBasi 3) ¢ 4ertko

paspeleHHbIMH MuKaMu pu 1567 u 1591 cm~!.  Omxur
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OVHT B Bakyyme (obpasen 67-1) NpUBOIUT K HE3HAYUTEITb-
HOMY YBEJIMYCHUIO YHCTOTH HAHOTPYOOK, a TaKXkKe K YaCTUY-
HOMY HX Pa3pyllIeHHIO, YTO BUIHO MO IOSIBJICHHIO MOJIOCHI
npu 1360 cm ™!, xapakrepusymomeii nosiBeHre rpaduTa, U
YMEHBIIEHUIO pa3pelleHus UKo 1pu 1567 u 1591 cm™!
(kpuBast 4). U3 puc. 1 (mpsimeie 6, 6T u 67-1) BugHO, YTO
gucrota OYHT yBenmumBaerca mo mepe obpabotrku MM
[0 9TOMY METOy M COCTaBJIIeT MO CTaausiM o4yrucTKu: 40
(obpasen 6), 75 (obpasen 67) u 80% (obpazer 67-1).
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