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NABOPATOPHAA YCTAHOBKA OJ1A PABOTHI
CO CBEPXKPUTUYECKMU ®JTFONOAMA

[oHeLKMIA PU3NKO-TEXHUYECKUI MHCTUTYT uM. A A. NankuHa

Cratbs noctynuna B pegakuuio 2 Hosiopsa 2017 roga

Coz0ana ycmanoska 015 pabomul co ceepxkpumudeckumu aroudamu (CKD), nonyuenst
Pe3VAbmanmyl NO OYUCTIKE AIMA3HOU WUXNBL C NOMOWBIO CEEPXKPUMUYECKO20 U30NPONA-
HOJIA.

KuroueBble c10Ba: CBEpXKpUTHUCCKHN QITIOW]T, alTMa3Hasl [IIUXTa

BBenenune

Caepxkputnueckuid paous — popma arperaTHOro COCTOSIHUS, B KOTOPYIO CITO-
COOHBI MEPEXOJUTh MHOTHE BEIIECTBA PU JTOCTHKEHUH OIIPE/ICIICHHON TeMmepa-
Typbl U nasienus. CK® mpexacrasmsier coboif HEUTO CpeIHEE MEXAY Ta3oM H
KHUIKOCThIO. OH MOXET C)KUMAaThCs, Kak ra3, U B TO e BpeMs CIIOCOOEH pacTBO-
PATH TBEpABIE BEIIECTBA, YTO ra3aM HE CBOMCTBEHHO. [Ipu 3TOM pactBoOpsromas
cnocoOHocTh CK® oueHb 4yBCTBUTENbHA K M3MEHEHHUIO TEMIIEpaTyphl U JaBiie-
HUSI, 4TO JEJAeT MPOIECC MOJTHOCThIO ympaBisieMbiM [1]. A codyeTaHue HHU3KOI
BSI3KOCTH U BBICOKOTO K03 dunmenta nuddysun ¢ npeHeOpe:KuMO MajbIM MeX-
(da3HBIM HATSDKEHHUEM TO3BOJISIET CBEPXKPUTHUECKUM (IItoU1aM CPaBHUTEIHHO
JIETKO IIPOHUKATH B MOPUCTHIE cpenbl [2]. HeynuBUTENpHO, YTO 3T MHTEPECHBIE
CBOMCTBA MMPUBJIEKJIM BHUMaHUE MIMPOKOIO Kpyra UCCIIE0BATENEH.

Opnnako akTuBHO Hcnonb3oBaTh CK® crtamu Toiabpko B koHIle 1980-x, xorma
o0l ypoBeHb pa3BUTHS HUHAYCTPUU IMO3BOJIMII CHENaTh YCTAHOBKHU ISl MOJY-
yenust CK® oTHOcHTENbHO AOCTYNHBIMH. VIMEHHO C 3TOr0 MOMEHTa Ha4ajocCh
WHTEHCHUBHOE Pa3BUTUE CBEPXKPUTHUYECKUX TEXHOJIOTHH.

dapmareBTUKa OHOM U3 MEPBBIX 00PATHIIACH K HOBOM TEXHOJIOTHUHU, TOCKOIb-
Ky CK® mo3BossitoT Hanbosee moaHO BBIACIATh OMOJOTUYECKH aKTUBHBIC BEIlle-
CTBA U3 PAaCTUTENILHOTO ChIpbs, COXpaHss HEU3MEHHBIM ux coctas [1,2]. B map-
dbromepun n Kocmetuke CK® ucmonb3yroTcst 71 U3BJIeUeHUsT d3PUPHBIX Macell,
BUTAMHMHOB U (PUTOHLIMIIOB U3 PACTUTENBHBIX M KUBOTHBIX MPOAYKTOB, IIPH 3TOM
B U3BJICUYECHHBIX BEIIECTBAX HE ocTaeTcs ciaefaoB pactBoputens [1]. HoBas TexHo-
JIOTHS Halllla IIMPOKOE NIPUMEHEHUE B MMILEBOIM MPOMBILIUIEHHOCTH [2]. Paano-
xumus ucnonp3yer CK® mist pemienust skojorndeckux 3anad [1]. Panee ynoms-

© A.N. N3oToB, I.B. Kunbman, P.B. Lanaes, 2018



®du3uKka ¥ TeXHHKA BLICOKHX AaBjaenuii 2018, Tom 28, Ne 1

HYTO€ CBOWCTBO ()JIIOMJIOB — U3MEHSATh PACTBOPSIONIYIO CLIOCOOHOCTH MPH IMOBBI-
[ICHUH JaBJICHUSI — YCIEIIHO UCTIOIb3YETCs B MOJIUMEPHON XUMUH.

VYuurtsiBas Bce BBILIECKA3aHHOE, a Takke TO, yTo CK®-TexHon0rum 3a4acTyro
OKa3bIBAIOTCS JICUIEBIC B NMPUMEHEHUHU, YeM TPAJAULUOHHBIE, HETPYJHO MOHSITH,
nouemy uHTepec k CK® He yracaer yxe HECKOJIBKO JecsaTuieruil. BemecTtsa B
CBEPXKPUTUYECKOM COCTOSIHUU HaXOJST Bce HOBBIE cepbl IPUMEHEHHUs, a yCTa-
HOBKU JJIs1 UX NOJIYYE€HHUS TIOCTOSIHHO COBEPILIEHCTBYIOTCS.

B naHHO# cTaThe onucaHa KOHCTPYKIHUS W MPUHIMI ACHCTBUS CO3JaHHOW Ha-
MU J1a0opaTopHoil ycTaHoBKU Jutst paboTel ¢ CK®. Ona npenHazHaveHa Jyis po-
BEJICHUS SKCIIEPUMEHTOB CO CPaBHUTEIHLHO HEOOIBIIMMHU OOBeMaMH paboyero
BEIIECTBA U OTJIMYACTCS JOCTATOYHOM TOYHOCTHIO, HAJIEKHOCTHIO M OE30I1acHO-
cThi0. B paboTe Take MpUBEACHBI SIKCIIEPUMEHTAIIBHBIE PE3YIbTAThI [0 OYUCTKE
aJIMa3HOW LIMXTHI, IOJy4YE€HHbIE C TOMOUIbIO JAHHON YCTaHOBKHU.

Onucanne YCTAHOBKH H METOIUKA IKCIIEPUMEHTA

Cxema pa3paboTaHHOH yCTaHOBKHM IMoka3aHa Ha puc. 1. IlogoGHast ycraHoBKa
(C HEKOTOPBIMHU OTJIMYMSIMH, KOTOPBIE OyIyT OTMEYEHBI Jlajiee) U METOANKa pado-
THI C HEH ornucaHsl B [3].

YcTaHOBKa COCTOUT U3 KaMepbl BHICOKOTO JIaBJICHUS C HarpeBaTeieM U TepMO-
n3omsinuent /. Temneparypa B X0/ie SKCIIEPUMEHTA KOHTPOJIMPYETCSl U aBTOMaTH4eC-
KW TIOJUICP’KUBAETCS B 3aJaHHOM Jauarna3zoHe KoHTposuiepoMm 4 («Termotest-04/2y),
umetronmm nuana3on 0—1000°C u norpemnocts +1°C. KoHTposb 1aBiaeHus ocylie-
CTBIISIETCS ¢ TIOMoIIIbi0 MaHomeTpa 7 Tuna MTU ¢ nuanazonom 0-250 kgf/ om’.

[IpeaBaputenpHasi ycTaHOBKA HalpsbKEHHUs Ha HarpeBaresie MPOU3BOIUTCS PEry-
JMpyeMbIM aBTOTpaHchopmaTopoM 6. /st cOpoca M30BITOUHOTO JABICHHS CITYKHUT
BEHTHJIb TOHKOH peryimupoBkH /(). OH 1o3BoJIsieT 00Jiee TOYHO BBIXOIUTH B paOOUHIA
PEKUM, HE MPephIBasi IKCIIEPUMEHTA, U MOJIEPKUBATh HYKHOE 3HAUECHUE JaBJICHUS
B TEUEHHE BCETO 33JJaHHOTO MPOMEXYTKa BpeMeHU. Hanuure 3Toro BeHTHIS U SIBIIS-
€TCs OCHOBHBIM OTJIMUMEM HaIllel YCTAaHOBKH OT TOM, 4UTO OIucaHa B padote [3].

YCeTpoicTBO KaMephl BHICOKOTO JIaBJICHUS MOAPOOHO IMOKa3aHo Ha puc. 2.

Kamepa / nzrorosiena u3 xaponpoyHoi Heprkaserolel cranu. [loBepx kame-
pbl HaZeT HarpeBaTenb 2 ¢ TepMou3ojsinued. B kamepy BCTaBieH MOMJIEPKHU-
BaIOILMI CTakaH 3, TAK)KE BBIOJIHEHHBIN U3 )KapOIIPOYHON HEpIKABEIOIIEH CcTajH,
CO CTEKJISTHHOW MPOOHUPKON 4, B KOTOPOU NP IKCIEPUMEHTE HAXOIUTCsT oOpada-
ThIBaeMbIli oOpazer. CTakaH NpeaHa3HA4YeH IJIsi COXpaHEeHHs oOpasla B ciydae
paspyiieHus: poOUpPKU BO BpEeMs Harpena.

IIepen HayanoOM 3KCIIEpUMEHTa KaMepa FepMETUYHO 3aKPhIBACTCS KPBILLIKOU J.
['epMETHYHOCTDh KPBIIIKK W OTBOJHOM TpyOKH OOecredrMBaeTcs METHBIMH IpO-
KJIagKaMu 6 u 7.

Metoanka pabOThl ¢ ONMMCAHHOW YCTAHOBKOM JTOCTATOYHO MPOCTA. DKCIIEPH-
MEHT IPOBOJUTCS CIEAYIOUIMM 00pa3oM. B CTeKIAHHYIO MPOOUPKY 3arpyskaeTcs
oOpaserl, mpeaHa3HAYeHHBIN 111 00paboTku. [IpoOupka M kamepa 3armoaHSIIOTCS
paboyuM BeleCTBOM (HaMH HCIIONIB30BAJICS M30MpomnaHoi). Ero konuyectBo on-

113



®du3uKa ¥ TEXHHKA BLICOKHX AaBjaenuii 2018, Tom 28, Ne 1

penensercs: SKCIepUMEHTATFHO, aHAIOTUYHO TOMY, KaK 3TO cellaHo B padore [4],
HO C HEOOJIBIIUM 3aI1acoM, YTOOBI J1ajiee UMETh BO3MOXKHOCTh 00Jiee TOYHO OTpe-
TYJIUpPOBaTh JaBIICHUE, TO3UPOBAHHO COpPAChIBasi €T0 MPU MOMOIIM BEHTUIS TOH-
KOU peryJIMpOBKH.
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Puc. 1. Cxema ycTaHOBKH AJisi pabOTBHI CO CBEPXKpUTHYECKUMHU (utonaaMu: I — kamepa
BBICOKOTO JIABJICHHUS C HarpeBaTejIeM U TEPMOMU3OJIAIHEH; 2 — KphImKa KaMepbl; 3 — 00JI-
Thl KPEIUIEHUsI KPBIILIKY; 4 — KOHTPOJUIEp TEMIIEpaTypbl; 5 — TepMoInapa; 6 — peryiupye-
MBIi aBTOTpaHc(opMaTop; 7 — MaHOMETp; § — TPOWHUK; 9 — TPYOKH BBHICOKOTO JaBIICHHUS;
10 — BEHTHITb TOHKOH PETYIHUPOBKH

Puc. 2. Cxema ycTpoiicTBa KaMepbl BEICOKOTO JaBJIICHUS: I — KOpIyc; 2 — HarpeBarelb
C TEIUTOU30JIAIUCH; 3 — CTAIbHOW CTakaH; 4 — CTEKJISTHHAsI MPOOHpKa; 5 — KPHIIIKa; 6,
7 — MeIHbIe TTPOKIANKH (YIDIOTHUTENH); 8§ — OONTHI KPETUICHUS KPBIIITKH; 9 — OTBOIAIIAS
TpyOKa; /() — KaHaJ I TepMOIIaphl

3aTeM KaMepa 3aKpbIBA€TCsl KPBIIIKOW M BKJIIOYAETCS HarpeBaresib. CKOPOCTh
HarpeBa peryjaupyercs Ipyu IIOMOIIY CTYIIEHYAaTOM 101a4u HANPSKCHUS Ha IeYb.
[Ipy MOCTOSSHHOM KOHTpOJIE JAaBIICHUS TemIiepaTypa AOBOAMUTCS IO 3aJaHHOIO
3HAYEHMS, TOCIIE YETO aBTOMATHYECKHU MOJIEPKUBACTCS KOHTPOJLIIEPOM.

3amaHHbIe TeMIleparypa U JaBJIeHUE MOANEPKUBAIOTCS B T€YEHHE HEOOXOAM-
MOT'0O IIPOMCIKYTKa BPEMCHH, 3aTCM HArp€BaTCJ/Ib BBIKIIOYACTCA U INPOU3BOJUTCA
oxJjaxaeHue obpasua. [locne oxmaxkaeHUsT KPBILIKY KaMepbl OTKPBHIBAIOT, U3BJIe-
KaloT MPOOUPKY, U 00pa3el] mepeaaroT Ha JallbHEHIIIee NCCIeIOBaHuE.

Kamepa mo3Bomsier paborate ¢ Temmneparypamu a0 300°C u nmaBieHueM 110
200 kgf/cmz.

Pe3ynbTaThl 3KCIEPUMEHTA U UX 00CyKAeHHe

AnMa3HyI0 IUXTY B CTEKJISHHOW NMpoOMpKe MOMeNaiu B KaMepy BBICOKOTO
JIaBJICHUs], Kak omucaHo Bbiie. OOpasnbl 00pabaThiBaIl B CBEPXKPUTUYECKOM
n3omnpomnaHoiie npu temrneparype 240°C u naBiaenuu 55 atm B Teuenue 6 h. B He-
KOTOpBIE U3 00pa3ioB godasisiau 10 20% H,O.
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Puc. 3. Crextpbl HHPpPAKPaCHOTO TOJIOIICHUS AJIMA3HOM IMUXTHI 10 (—) | mocie (—)
00paboTku

CriekTpbl MH(PPAKPACHOTO TOTJIOUICHUS 00pa3IoB, MOJYYCHHbIE 10 M IOCIe
00paboTkH, moka3aHsl Ha puc. 3. CHEKTpbl AEMOHCTPUPYIOT HAIMYKME Pa3IMUHBIX
MOJIOC MOIJIoLIeHus1, XxapakTepHbix s cBszeit C—H, N-H, O-H u np. [4,5], u3
KOTOPBIX COCTOMT 000JI0YKa aJMa3HbIX HAaHOKPHCTAIIMTOB. M3 pucyHKka BHIHO,
yro mocine oOpaborku CK® Habmogaercs 3aMeTHOE YMEHbBIIEHHE WHTEHCHB-
HOCTH T10JIOC MH(PAKPACHOTO IMOTJIOUIEHUs KUCIOPOJACOJEpKAIUX CBA3eH. DTO
CBUJIETENILCTBYET 00 3(h(PEeKTUBHOM TpaBiIeHUU OOOJIOYKU KPUCTAJUIUTOB B IPO-
necce 00paboTKH.

Tunuynble cieKTpsl KOMOMHAIIMOHHOTO paccestHus (Raman) aaMa3HON MIKUXTHI
B MHTepBaje BOIHOBBIX uucen 1100-1800 om ! npuBeaeHb! Ha puc. 4. Crexrp
COCTOUT, KAK MUHMMYM, U3 YETBIPEX KOMIIOHEHT ¢ MaKCUMyMaMH NPHUMEPHO Ha
1220 cm ! (TparcnonuaneTrieHoBbIe enouku — TPA), 1322 cm — (anmasHas ¢aza)
1500 cm ' 1 1620 cm (spz-rn6pHL[H3HpOBaHHLH71 yIJIepo[1), KOTOPBIC XapaKTepH-
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Puc. 4. CriekTpbl KOMOWHAIIMOHHOTO PACCEsSHUS aaMa3HOM MUXTHl 10 (a) u mocie (0)
00paboTKu
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3YIOT 00BEM M TOBEPXHOCTh alMa3HBIX KPUCTAJUIUTOB. XapaKTepHbIE MOJIOCHI
CHEKTPOB KOMOMHALIMOHHOTO PACCESIHUS YIbTPAIUCIIEPCHBIX aIMa30B MOapoOHee
paccmoTpeHsl B padortax [4,6,7].

CpaBHHMBAasI CIEKTPHI UCXOJIHOTO W 00paboTaHHOTO 00pa3IoB, HETPYIHO 3aMe-
TUTh, YTO MOce 00pabOTKH B CBEPXKPUTHYECKOM H3OMPOINAHOJIE HaOII0JaeTCs
3aMETHOE YBEJIWYEHHUE MOJIYIUPUHBI alMa3Hol nuHuM (puc. 4,0). ITO CBSA3bIBA-
eTcs C yMEHbBIIEHHEM pa3MepOB HAHOKPUCTAJUIUTOB ajiMas3a 3a CYEeT CTpaBIIMBa-
HUS TIOBEPXHOCTHOTO Je(hEKTHOTO CJI0SI, 9YTO TOBOPUT 00 3 PEeKTUBHOCTH MpUME-
HEHHOT'O MeTo/1a 00pabOTKH.

BriBoabl

[Toxazana > PeKTUBHOCTh CO3aHHOM HaMHU ycTaHOBKH aisi pabotsl ¢ CKO.
[To pesymbraTaM SKCHEPHMEHTa TAaKXKE MOXKHO 3aKJIIOYHTBH, YTO IIpeyiaraecMas
METO/IMKA OYUCTKH aJIMa3HON IIUXTHl B CBEPXKPUTHUYECKOM H3OMPOIAHOJIE C T10-
MOIIBIO JTAHHOW YCTaHOBKH HE TOJNBKO 3()(eKTHBHA, HO M JOCTATOYHO IPOCTA B
npuMeHeHnd. OYeBUIHO, YTO ONKMCAHHBIN METOJl UMEET SIBHBIE TPEUMYIIECTBA 10
CPaBHEHHIO C HCIIOJIB30BAHMEM arpecCHUBHBIX TOPSYMX KHCIOTHBIX Cpel B Teue-
HUE JUIUTEILHOTO BpeMeHHu [8,9].
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A.L Izotov, G.V. Kilman, R.V. Shalaev

LABORATORY FACILITY FOR WORKING
WITH SUPERCRITICAL FLUIDS

The facility for working with supercritical fluids was developed, and the results of
purification of the diamond blend with the help of supercritical isopropanol were
obtained.

Keywords: supercritical fluid, diamond blend
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Fig. 1. Scheme of installation for work with supercritical fluids: / — high pressure chamber
with heater and thermal insulation; 2 — the camera cover; 3 — cover fixing bolts; 4 —
temperature controller; 5 — thermocouple; 6 — adjustable autotransformer; 7 — manometer;
8 — T-piece; 9 — tubes of high pressure; /0 — fine adjustment valve

Fig. 2. Scheme of high pressure chamber: / — housing; 2 — heater with thermal insulation;
3 — steel beaker; 4 — glass tube; 5 — cover; 6, 7 — copper gasket (gasket); 8 — cover fixing
bolts; 9 — outlet tube; /0 — thermocouple channel

Fig. 3. Infrared absorption spectra of diamond blend before (—) and after (—) treatment

Fig. 4. Raman spectra of diamond blend before (a) and after (6) treatment
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