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AHHOTANUA

Llens paGoTHI 3aKITIOYAETCS B UCCIICOBAaHUH BIUSHIS KPHOTEHHONH 00paboTKH M TepMoynapa
HA CHIDKEHHE OCTATOYHBIX HampsbkeHud B amoMuHueBoMm civiaBe [[16. Ilocne 3akanku
00pa3Iibl OXJIAXKAAIU B )KHJIKOM a30Te TpH Temrepatype -196 °C B TeueHue 5 MUHYT, MOCIE
4yero OBICTPO HarpeBajud B ropsyeM wacie a0 Temmepatypel 180 °C u moxaBepranu
UCKYCCTBEHHOMY WJIM €CTECTBEHHOMY cTapeHuto. (OcTaTouHble HamnpsyKeHUs OblUIU
ompezeNeHbl METO/IOM cBepieHus. Ha OCHOBaHWMM MOJYYEHHBIX JIaHHBIX OBUIO BBISIBICHO
CHIDKEHHE YPOBHS OCTATOYHBIX HampsikeHui 10 70% B 00paboTaHHBIX 00pa3ax.

1. BBenenue

AJIOMUHHUEBBIC CIIABbI OTJIMYAIOTCSI BBHICOKOH YIENbHON MPOYHOCTHIO, 3HAYUTEIHHO
MPEBOCXOMAT CTAH [0 TEXHOJOTUYHOCTH, B YACTHOCTH IO 00pabaThIBACMOCTH pPEe3aHUEM, U
no koppo3uoHHOU ctoikoctu [1]. Illupoko mpumeHsieMbIM AehOPMUPYEMBIM TEPMUUECKU
VIIPOYHSEMBIM AJTIOMUHUEBBIM CIIaBOM sIBIsieTcsl crutaB J[16, JermpoBaHHBIA MEIbIO H
MarHueM M MapraHiieM. 3aKajika ¢ MOCIEeAYIOIINM CTapEHUEM CYIIECTBEHHO YIPOYHSET 3TOT
CIUTaB, HO MOXET BBI3BIBAaTh Pa3MEPHYI0 HECTAOWJIBHOCTh, KOpPOOJIICHWE, KOPPO3WOHHOE U
YCTaIOCTHOE pa3pylIeHHe, CHIKATh TMpeiel MPOYHOCTU U pa3pyliaTs MOKpbITHS [4]. Takum
obpazoM, B psAne ciay4aeB HEOOXOIMMO yMEHbBIIATh OCTAaTOYHBIC HAIMpPSIKEHUS B
AJIOMUHHEBBIX CIUIaBax [2].

Korma Harperbie aeTamu ONMYyCKAOTCS B XOJOMHYIO BOJAY, BO3HUKAET CHJIBHBIN
TEIUIOBOH TrpaaueHT. B Hadanme oxjakIeHUs MOBEPXHOCTHAS 30HA OXJIaXAaeTcs ObICTpee,
CKMMAsICh BOKPYT IICHTPAJbHOW YacTH 3aroTOBKW, B PE3yJIbTare 4ero ICHTpaJbHAs 30HA
3aroTOBKHU IacTuuecku aedopmupyercsa. Crkatue MajIoONpOYHON MIACTHYHOM IEHTpaIbHON
30HBI B TIOCJIC/ICTBUH TIPUBOJIUT K BOSHHKHOBEHHIO OCTAaTOYHBIX CKUMAIONINX HAMPSIKCHUH B
B [TIOBEPXHOCTHOM 30HE[3].

C menpl0 CHWKEHHS OCTaTOYHBIX HANPSHKSHUH BBI3BAHHBIX 3aKAJIKOH HE0OXOIHMMO
MPABUJILHO OMPEIENSITh MapaMeTphl 3aKallKH, B YACTHOCTH, BHIOMPATh OXJIAXKIAOIIYI0 CPENy
U ee TeMIieparypy. B kadecTBe 3aKajoqHON Cpeibl YacTO HMCIIONB3YIOT BOIY U MUHEPAITLHOE
Macio. Beicokyto 3(peKTUBHOCTh B KaU€CTBE 3aKATOYHBIX Cpell TOKAa3all BOIHBIE PaCTBOPHI
MOJIMMEPOB, Hanpumep, nomakmwieHrkonb (ITATY) [5]. B pabore [6] nccienoBanu mpoiiecc
3aKaJIKM B PA3JIMYHBIX CpellaX, BKIOYAsh BOMY, MAacllo U MOJUMEPHBIA pacTBOp. Pesynbrars
MOKA3bIBAIOT, YTO MCKAXCHHE M PACTPECKHUBAHWE 10 CPABHEHUIO C 3aKaJIKOW BOJOH OBLIH
YMEHBIIIEHBI, C JPYroil CTOPOHBI, MEXaHUYECKHE CBOICTBA, HEJOCTIIKMMBIC IMPHU 3aKalKe
MacJioM, ObUIHM MOJYYEHBI MPHU HCIOIb30BAHUU 3aKaJIOYHOM Cpelbl Ha MOJIMMEPHOM OCHOBE.
[Tocne 3akajdkd MOTYT HCIIONB30BATBCS W JIPYTHE METOABI, CHUXHHHUS OCTaTOYHBIX
HampsOKeHWH, HalpuMep, TMPUMEHEHHE XOJOAHOW o00paboTku [7], HU3KOYaCTOTHBIX


http://studvesna.ru/

http://studvesna.ru Bcepoccuiickast Hay4HO-TEXHUYECKass KOH(MEPEHIINS CTYIEHTOB
Crynenyeckas Hay4Has BecHa: MaIlMHOCTPOUTEIBHBIE TEXHOJIOTUH

MarHuTHBIX TIoJiel [8], amekTpouMmiyinbcHOM [9] W kpuorenHod oOpaGotku [10], wnmm
KOMOUWHAIHS YKa3aHHBIX METOJIOB.

Kpuorennas o00paboTka CIJIaBOB NPUMEHSETCS JJIi CHIDKEHUS OCTaTOYHBIX
HanpsHDKEHUH B 3aroTOBKax CIOKHOW (opMmbl. JlaHHBIA TMpolecc 3akioyaeTcs B 3aKallKe
CIUIaBa B XOJIOAHOMW BOJIE C MOCJIEAYIOIIUM HEMEAJIEHHBIM OXJIXKICHUEM JINOO CYXUM JIbAOM,
100 >KUJIKUM a30TOM C MOCJEIYIOIIUM HarpeBoOM, Yallle BCEro B KUIALIEH BOAE WM IyTEM
00paboTku mapom Beicokoro nasieHus [11]. OmxHako, momydeHHOE CHUYKEHUE cocTaBmiio 20-
40% [12], HecmoTpst Ha TPOOJIEMBI, CBSI3aHHBIE C CTOMMOCTBIO M CIIO)KHOCTBIO 3TOTO
npouecca. Ilostomy wnenpio paboTsl siBAsieTcss aHanu3 A(PGEKTUBHOCTH KPUOTCHHOMN
00pabOTKM € TMOCIEAYIOMIMM TEPMOYAAPOM Ui 3HAYUTEIBHOTO CHIKEHHUS OCTATOYHBIX
HaIpsKEHU .

2. MarepuaJjibl M METOAUKA NCCIETOBAHUS

HcxonHplM MarepuasioM JUisl JaHHOTO MCCIIEI0BaHUS CIyXaT KOJbLEBble 00pa3Lbl ¢
BHEIIHUM auameTpoM 60 MM, BHyTpeHHMM auameTpoMm 40 MM, mupunoit 10 mm (Puc. 1)
W3TOTOBJICHHBIC U3 TIPYTKOB cIiaBa /{16, XUMUYECKUI COCTaB KOTOPOTo MpuBeAcH B Tabnuia

1.

Tabmuia 1. Xumudeckuii coctaB 00pa3ioB u3 cruiasa 116

% Si Fe Cu Mn Mg Cr Zn Ti Zr Al
Min i - 3.8 0.3 1.2 - - - -
OCHOBa
Max | 05 | 0.5 4.9 0.9 1.8 0.1 0.25 0.15 0.2

g

040 10

Puc. 1. Pa3mepsr o6paszna /{16

Tepmuueckyto 00pabOTKy MpOBOAMIM B IMaxTHBIX medax. OOpaszel; HarpeBaid B
COJITHOM BaHHE C IMOCJICIYIOIINM OXJIaXKICHUEM B BOZIC, JJajiee 00pa3Ilbl MOTPYXKaIH B KUIKUAH
a30T, HarpeBaJid B Maclie W ToABepraiu crapeHuro. Cxema TepMHYEecKod 00paboTKu
00pastoB npuBenena B Tabnuiie 2 u Puc. 2.

Tabmuia 2. Pexxumbl TepMUUeCKOl 00pabOTKH UCCIIEAYEMBIX 00Pa3IoB

3AKAJIKA — TepMoyaap
KpHOTeHHast
OBPA3EIL obpabotka Harpes B crapeHue
Harpes OXJIaXIeHHE
MmacJie
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R o HUCKYCCTBEHHOE
K1 49&5{/]2 0 4[0MHSI/]5 -196/ 5 [muH] 180°C CTapeHHe
190°C/12 g
495°C/20 40 °C/5 o €CTECTBEHHOE
K2 [Mun] [MuH] 196/ [uun] 180°C crapenue 100 h
o o HCKYCCTBEHHOE
K3 49[5 C/]2 0 4[0 C/]S - 180°C crapeHue
M M 190°C/12 4
495°C/20 40 °C/ 5 o €CTECTBEHHOE
K4 [MuH] [MuH] i 180°C craperne 100 h
K1 K3
3akaika g&sﬁgaﬂ CTOpEHHE 3akaika CTOpeHHe
495 20 MUH 495 20 MUH
190 190
175
40 40
20 20
-196 -196
5 MUH
K2 K4
Saxaka ?gggfﬁaﬂ CTOpeHHE 3akanka
495 |20 MwH 495 |20 MuH
190 190
175 CTOpEHHE
40 40 100 vac
20 - 20 -
-196 -196
5 MuH

Puc. 2. Tepmuueckas 00paboTka uccieayeMbix oopasios /116

OmnpeneneHre OCTAaTOYHBIX HaNpsDKEHUH B oOpas3nax ObLJIO BBIMOJIHEHO METOI0M
cBepaeHus comtacHo cranaapry ASTM E837-08. CeeprieHue nepneHIUKYISPHO BHELIHEN
HWIMHIPUYECKOM TOBEPXHOCTH HAa IIYOMHY 2 MM BBIIOJHSUIM KOHMYECKOM TOpLEBOM
NaJIBYMKOBOM (pe3oit tuamerpom 1,8 mm.

N3yuenne ynpouHstomux ¢a3 NpPOBOAWIOCH € IIOMOLIbI0  IPOCBEYMBAIOIIETO
ANEeKTpoHHOro Mukpockorna (II9M) B pexume BbIcOKOro paspemeHus. OnpeneneHue
NPUCYTCTBYIOUIMX (a3 BBIMOJHUIM  MYTEM H3MEpPEHUs PACCTOSHUS MEXKIy aTOMHBIMU
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IUIOCKOCTSIMU Mcciienyemoit ¢aszbl. st unentudukanuu a3 noiaydanu nodpaxenue Gpasbl B
pEeXHME BBICOKOTO pa3peIICHUs:

Puc. 3. N3o0pakenuit ynpounsronieii Gpasbl B pesKMMe BEICOKOTO pa3perieHust

o Ilonyuennoe m3obOpaxkenue (Puc. 3) mpencraBisier co0oil KOHTPACT KPHCTATMYCCKOM
pemetku (pa3oBbIii KOHTPACT), BOSHUKAIOUINN B pe3y/ibTaTe HHTEP(EPEHIIMN HECKOIBKUX
JJIEKTPOHHBIX BOJH. JIJIs ompeneneHus OpUEHTAlUH TPYIIbI IUIOCKOCTEH, HEOOXOIMMO
noiyuth npeodpasoBanre Pyppe (FFT), mosBossiomiee MONYyYUTh TUPPAKIHOHHYIO
KapTUHY.

Puc. 4. JIuppakunonHas KapTHHA UCCIIEAYEMOI 30HBI.

e Kaxnas Touka u3 nudpakunonHoit kaptuHa (Puc. 4) npencrasisier coOoil pediekc B
0o0OpaTHOM MPOCTPAHCTBE CEMbHM IIJIOCKOCTEH U3 pPEalbHOr0 NPOCTPAHCTBA. TakuMm
o0pa3oM, BbIOMpasi pediekc U BBIMONHSS 00paTHoe npeobpazoBanue Dypoe (IFFT), mbl
MO>KEM BBIICIUTH IPYIIIY IIOCKOCTEH U OMPEICIUTh paccTosiHue Mexay Humu (Puc. 5).
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Puc. 5. OOpartHoe npeodpasoBanue ypwe (IFFT) ucciaemxyemoit 1udpakiinOHHON KapTHHBI.

SIpkue MmoJIOCH MPEACTABISIOT cO0O0M MHKHM OOJbIIEH MHTEHCHMBHOCTH, W PAcCTOSHHE
pacCTOsIHUSA MEXIY

[
MEXIY HHMH MOXKET OBITh HCIIOJIB30BAaHO 1A OIIpE€ACICHUS

IIJIOCKOCTAMU KpHCT&JIJIH‘-I@CKOfI PECLICTKU.

7

15

\

-

-10-

15+
0 1 2 3
nm

Puc. 6. M3Mepenne pacCTOSHUS MEX/Ty TIOCKOCTSAMH, B3sB 15 mosoc (6.478 [uM]) momyunnm
cpenHee MEeXIUIOCKOCTHOe pacctosiHue 0.463 [HM].

DTO pacCcTOsHHWE CpPaBHUBAETCA ¢ 0a30d JaHHBIX I UAeHTH(UKAIMU (das3bl, B ITOM

[ ]
ciyvae UACHTHPUIMPOBAaHHOW (ha3ol sABiseTcs S-dasa.


http://studvesna.ru/

http://studvesna.ru Bcepoccuiickast Hay4HO-TEXHUYECKass KOH(MEPEHIINS CTYIEHTOB
Crynenyeckas Hay4Has BecHa: MaIlMHOCTPOUTEIBHBIE TEXHOJIOTUH

No. d-spacing [nm] 2theta [deg.] Int. |hk

1 0.4633 19.140 6336 020
2 0.3884 22.880 1464 021
3 0.3682 24.160 05 110
4 0.3562 24.980 2463 002
5 0.3271 27.240 4891 111
6
7
8

0.2824 31.660 1157 022

0.2560 35.020 7026 112

0.2447 36.700 504 130
9 0.2316 38.840 0.7 040
10 0.2315 38.880 10000 131
1 0.2203 40.940 3586 041
12 0.2113 42.760 926 023
13 0.2017 44,900 3589 132
14 0.2006 45.160 456.0 200
15 0.1996 45.420 6709 113
16 0.1942 46.740 2611 042
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Puc. 7. JIndpaximoHHbIe TUIOCKOCTH ¥ HX COOTBETCTBYIOIINE MHACKCH Muiuiepa s S-hassl.

3. Pe3yabTarhl HccieJ0BAaHUS U 00CYyKIeHHEe MOJTYyYeHHbIX Pe3y/ibTaTOB

Pezynbmamul usmepenus ocmamounvix Hanpsaxicenu

Pe3ynpTaThl, MONTy4YeHHBIE METOJOM CBEpJICHUS, NPEACTABICHbl HMXKE, TIIyOMHa
CBEPJICHHUS TI0 CTAHJAPTY COCTABISIA 2 MM .

-200 -150 -140
-175 125
-155
-150 -130
-100
@ ©
[ -90 =
S -100 =
-50 -40
-50 20
0 — — 0 — —
B pexkum 4 (6e3 BOCXOAALLOM 3aKanKK) pexum 2 W pexxum 3 (bes BocxomaLLoM 3aKaikuM) pexum 1

Puc. 8. Pe3ynbraThl H3MepeHUsl OCTOTOYHBIX HANIPSHKEHUH Ha HWIMHAPHUYECKON MOBEPXHOCTH
METOZIOM CBEPJICHHSI.

B pexxumax 2 (K2) u 4 (K4), noaseprimxcsi CTapeHUI0 P KOMHATHON TeMIIepaType
(Puc.8), mokazaHO CHIKEHHE OCTATOYHBIX HampspkeHuid ot 155 mo 90 [MIla], to ecth
npubmm3utensHo Ha 40%. B oOpasmax 1 m 3, B KOTOpBIX CTapeHHE MPOBOJIWIOCH NPU
temneparype 190°C B Teuenne 12 yacoB. Pe3ynbraTsl MOKa3bIBAIOT CHIDKEHHE OoJiee YeM Ha ,
70% (Tabmaua 3). PesynbraThl cornmacyroTcs ¢ MccieaoBaHueM, mpoBeneHHbM M.Araghchi
[13], B xoTopoM, MpOBOAMIM BOCXOMASAIIYIO 3aKajky B ciaBe /16, mMpomo/mKaromlyrocs aBa
yaca, B X0/i¢ KOTOPO# BHUJHO, YTO CKMMAIOIIME HANPSHKEHUs, BO3HUKAIOIIME TPH 3aKaJIKe,
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camkaroTest 10 70%. IlomydeHHBIE pe3yilbTaTbl CBHIETEIBCTBYIOT O 3HAYUTEIBHOM
CHIDKEHHH OCTATOYHBIX HANPSOKEHUH MPU 5 MUH MOTpYKEHUE 00pa3nax B KUAKHHA a30T.

Tabnuna 3. OcTaTouHble HANPSHKCHUE B 00pa3iiax ¢ BOCXOIAIION 3aKaIkol U Oe3 He€.

K4 K2 Pa3nuna K3 K1 Paznuna
Touka [MITa] [MITIa] (%) [MITa] [MITa] (%)
. -175 -130 25.71 -140 -40 71.43
-155 -90 41.94 -125 -20 84

H3z06padicenue 6 pedicume 8blcOK020 paspeutenus

OmnpezeneHre OCHOBHBIX YHPOUHSIOUIMX (a3 MpEeaBUAECHO IMYTEM PacCMOTPEHMs U
U300paXKeHUil B pekiMe BbIcOkoro paspemienus. ®Paza S (Al,CuMg) Obiia oOHapyxeHa B
BUJIC OKPYTJIBIX BKIIFOUCHUN U PEeK.

Puc. 9. a) ®aza S B o0Opa3siie ¢ kpuoreHoii 0opadotkoii 6) ®aza S B 0Opasiie 0€3 KpUOreHOU
00paboTKH.

Bo Bpemsi kpuoreHHoit 00paOOTKH, MOTPY>KEHUE B Maciie BHI3BIBACT IJIACTHYECKYIO
nedopmaruio B obpasiie. COOTBETCTBEHHO, YBEIUYHBACTCS IUIOTHOCTH AucIOKaruii. [Ipu
HCKYCCTBEHHOM CTape€HUHU 3apOKICHHE BBIAEICHUN S-(ha3bl MPOUCXOAUT B OCHOBHOM Ha
muciokarmsx  [14]. Tlockonmbky r1umacTuyeckas nedopmanus oOecrieuuBaeT —OoJibIee
KOJIMYECTBO MECT 3apOKICHHS BBIACICHUN, 00pa3yroIiuecs BBIICTICHUS HMEIOT BBICOKYIO
nucriepcHocTh. OTCrofa clefayer, ¢ TOMOIIBI0 TEepMOy/apa MOXKHO TOJNYYHTh JIydIlee
pacmpeneneHue YOpo4HSIOmMX ¢a3 ¥ yMEHbIIEHHWE WX pa3MepoB, UYTO COTJacyeTcs ¢
pesyabTatamu padoter M.Araghchi [13].

3akiouenue

B mnacrosmelr pabore mnpuMeHeHa ~— KpUOT€HHas oO0paboTKa ¢ TMOCIEeIYIONUM
TEPMOYIapOM JJIsi CHUKCHHsSI OCTATOYHBIX HAMPSHKEHUM B amoMuHueBoM cruiae J[16. [Tocne
3aKaJKH B BOJE C MOCIEAYIOIIMMH OXJIAKICHUEM B )XHAKOM a3ote A0 -196°C u HarpeBoMm B
maciie 10 180°C ymeHbIaeT MakCUMaldbHBIE OCTATOYHBIE HAMPsOHKEHHS B oOpasiiax mocie
€CTeCTBEHHOTO cTapeHus co 155 mo 90 MIla, T.e. Ha 42%, a IOCIIe UCKYCCTBEHHOTO CTApEHHS
co 140 go 40 MI1a, T1.e. Ha 70%.


http://studvesna.ru/

http://studvesna.ru Bcepoccuiickast Hay4HO-TEXHUYECKass KOH(MEPEHIINS CTYIEHTOB
Crynenyeckas Hay4Has BecHa: MaIlMHOCTPOUTEIBHBIE TEXHOJIOTUH

[lorpyxeHue B a30T B TEUEHHE 5 MHUHYT OBUIO JOCTATOYHBIM JUIS TIOJTYYCHUS
3HAYUTEIBHOTO CHIDKEHHUSI OCTATOYHBIX HATIPSKEHUH.

[TpumMeHeHne KPUOTEHHOW 00pabOTKM M TEpPMOYZapa, BHI3BIBAIOIIUX IIACTHYECKYIO
nehopMaIuio, MO3BOJSET MOJYYUTh JOMOJHUTENBHBIE TUCIOKAMK U OOJBIIYIO IUIOTHOCTh
BBIZICIICHUI YITPOUHSIONICH S-(asbl.
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