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HaHormopucTbie MeTaJlIbl, MOJiydacMble MOCPEACTBOM J€JIOMHTa B TEPKOISILIMOHHOM
pexkuMe, UMEIOT CTPOSHUE CETU CBSI30K — JIMTAMEHTOB, C pa3MepaMu Iop, KOTOPbIE MOTYT
BapbUPOBATLCS OT HECKOJBKMX HM 10 HECKOJIbKMX MKM. HaHomopucToe Xee30 U HeKo-
Topble (DEPPOCILIABHI, COAEPKAIIMe MAapraHell, MOTYT CTaTh YPE3BbIYATHO MEPCITEKTUBHBI-
MU MaTepuajiaMu B KadyecTBe Ouo-nmerpaaupyembix (bio-degradable) nmriaHToB st Boc-
CTAHOBJICHUsI KOCTHOM TKaHU MocJie MepeJIOMOB 1 IPYTUX MOBPEXAeHU. PacriaBneHHbIe
COJIM, KaK 2JIEKTPOJIUTHI, CIIOCOOHBI 00ECNeUnTh YCKOPEHHEe MEePKOJISIHMOHHOTO Aealio-
MHTa 3a CYET MOBBIIIEHHBIX TEMITEPATyp, a TakKe OOIbIINX TUIOTHOCTEM TOKa, TOCTUXKM -
MBbIX B 3TOM ciiydae. [IpoBeneH 21eKTpOXUMUYECKUii 1ea/UIOUHT (peppomapraHiia pa3ind-
Horo cocraBa (Mn 30, 50, 70 at. %) B pacrjlaBJ€HHBIX CMECSX XJIOPUIOB IIEJOUHBIX Me-
TajuioB. CJIOXKHOE COYeTaHWe TeMITepaTypHbIX M 3JIEKTPOXMMHUUYECKUX TPOLIECCOB TPU
MEePKOJIIHIMOHHOM PEXUME MPUBOAUT HE TOJBKO K 00pa30BaHMIO B3AMMHO-HENPEPbIBHBIX
CTPYKTYP, HO U CTPYKTYp JeHAPUTHOTO ThMa. IIpociexeHa 5BOJIOLUST CTPYKTYPbI CUHTE-
3UPOBAHHOTO HAHO- U YJIBTPAIIOPUCTOTO XKeJie3a B 3aBUCUMOCTU OT TeMITepaTyphl OT IEH/I-
pUTOITOAOOHOM M OPUEHTUPOBAHHOW BOOJbL JHHMU ToKa Mopdonorun mpu 300°C
K TUITMYHOI B3aMMHO-HeNnpepbIiBHOI (bi-continuous) HAHOITOPUCTOI CTPYKTYpE C pa3Me-
pamu miop nopsiaka 100 um ipu 400°C. OTMedeHa cyllecTBeHHast akTUBU3aLns 3(P(PEKTOB
Koaryjsiiiy, YKpymHeHre JUTaMeHTOB (coarse-graining) v yTpata OpUMEeHTUPOBAHHOCTU
BIOJIb IMHUU T0JIsI. OHAKO MPU 3TUX YCJIOBUSIX 00pasyeTcst 1OCTaTOYHO OIHOPOAHAs IO
pa3MmepaM B3auMHO-HenpepbiBHas cTpykTypa (=100 Hm). [lanbHeiiliee yBeIndeHUE TEM-
rneparypbl NMPUBOIUT K MOPUCTOMY Martepuaiy ¢ 3D uepapxueit mop v JUraMeHTOB MPU
(500°C), koTopasi oTIM4aeTcsl pacrpenejieHreM mop pasHoro pa3mepa ot 100 mo 1000 HM.
CnenaHo Ha6oneHue 06 06pa3oBaHUM MOPUCTON CTPYKTYPbl YKPYITHEHHOIO, MUKPOH-
Horo Maciura6a npu 600°C ¢ iMraMeHTaMy MPUYYIIMBOI (DOPMBI, HAIIOMUHAIOIIEN KO-
peHb uMbupsi. PazmeneHue mporecca neauionnra mpu 500°C u mpocToro oTXura npu
600°C Ha aBe He3aBUCUMBbIE CTaUK MMPUBOIUT K MOXOXKEMY pe3yJIbTaTy, HO BOZHUKAIOLIAsI
CTPYKTYpa 00J1alaeT MEHbLIEH CBI3HOCTbHIO METALTMYSCKUX YACTHIL.

Kntouegoie cro6a: ceieKTUBHOE aHOIHOE PACTBOPEHUE, ACAJIOUHT, (heppoCIuiaB, XJIOpUI-
HBII pacruiaB, OTXKUT, HAHOITOPUCTOE KEJIE30
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BBEAEHUE

CeneKTUBHOE aHOJHOE PAaCTBOPEHME CIUIABOB — MEPCIEKTUBHBINM CIOCO0 MOTYyYEHUS Me-
TaJIJIOB C BBICOKOPA3BUTOI MTOBEPXHOCTHIO, BOCTPEOOBAHHBIX COBPEMEHHBIMU TEXHOJIOTUSI-
MU B OMOXMMMHU U MEIULIMHE, KaTalu3e, 3JIeKTPOXMMHUYECKOI 3HepreTuke 1 T.1. HaHomo-
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pUCTbIE METasUIbl, TOJy4YaeMble MOCPEACTBOM JCAUIIOMHIAa B MEPKOJSIIMOHHOM peXUuMe,
UMEIOT CTPOCHUE CETH CBSI30K — JIMTAMEHTOB, C pa3MepaMu TOop, KOTOPbIe MOTYT BapbUPO-
BaTbCsl OT HECKOJIBKMX HM 10 HECKOJILKUX MKM. OTHOIIIEHME TTOBEPXHOCTU K 00BbEeMy B Ha-
HOTIOPUCTHIX MeTaJlJlaX Ype3BBIYaifHO BEJIMKO M BO3HUKAIOIIIAsT TIPU 3TOM B3aMHO-HEIpe-
peiBHas (bi-continuous) CTPYKTypa MOp U JIMTAMEHTOB 00ecIIeurMBaeT TPAaHCIIOPTHBIE MyTHU
IIJIST KOHTPOJISI HaJl COCTOSTHUEM TOBEPXHOCTH MOJ, AeHCTBUEM DJIEKTPUYECKOTO MU XUMU-
YyecKoro noteHiana. OHU MOTYT ObITh U3TOTOBJIEHBI TAKUM O00Pa3oM, UTO Mepel 1ea/UIOMHIOM
OydyLIMM U3IAETNSIM MOXHO MPUIATh HY>KHYIO MaKpPOCKOITMYECKYIO (pOpMy CTaHIAPTHBIMU
METOIaMU METAJUTYPTUU I METANIOOOpaObOTKU: TUTheM, MPOKATOM U T.1. [1—18].

OTMETHUM, YTO HAHO-TMIOPHCTOE XKeJIe30 U HEKOTOPhIe (DeppOCILIaBhbl, CoAepKallue Mapra-
HEL, MOT'YT CTaThb qpestlqaﬁHo NEPCIICKTUBHBIMU MaT€puajliaMu B Ka4YE€CTBEC 61/[0-,[[6[‘])8.)1]/[—
pyemnix (bio-degradable) MMIUIAHTOB JJIsI BOCCTAHOBJIEHME KOCTHOIM TKaHU IIOCJe TIepeJio-
MOB U APYTrUX MOBpexXaeHU. Majible KOHLIEHTpALlM KOHOB XeJie3a, KOTOPble BO3HUKAIOT B
KPOBHU IIpU MOCTEIEHHOM Aerpagaliii U BBIMbIBAHMU MaTepraia UMILIaHTA (IOPSAKA OIHO-
ro roaa), 6e3BpeIHbI IJisl YeJIOBEYECKOro OpraHn3Ma, a rmokasaTed TBEPIOCTH HaHOIOPH-
CTBIX METAJIJIOB MpU 00pa30BaHUM B3aUMHO-HENPEPBIBHBIX CTPYKTYP BITOJHE MPUEMIIEMBbI
IIJISI MEXaHUYECKUX Harpy30K Ha UMILIaHT [19, 20].

K HacTosiiieMy BpeMeHM U3BECTHBI JIMIIb HECKOJILKO Pa0OT, MOCBSIIEHHbIE TTOTYYEHUIO
MOOOHOI CTPYKTYPbl HAHOTIOPUCTOTO KeJIe3a MOCPEACTBOM 3JIEKTPOXUMMUYECKOTO Jeallyio-
HMHTa B BOOHBIX pacTBOpaX, KOTOPBIi Monpa3syMeBaeT TakKe U OTIeIbHbIe CTaauu oTxura [21].

Mexny Tem, pacrulaBJIeHHbIe COJM, KaK 3JIEKTPOJIUTHI, CIIOCOOHBI 00ECIeYnTh YCKOPEHUE
MEePKOJISILIMOHHOTO JICUIJIOMHTA M 3a CYeT MOBBIIIEHHBIX TEMIEpaTyp, U 3a cUeT OOIBIINX
IUTOTHOCTE TOKa, TOCTUXKUMBIX B 3TOM Cllyyae 3a cueT 0OJblieii MIIOTHOCTH 3apsina.

CJI0XHOE coveTaHWe TeMIEPaTyPHBIX U DJIEKTPOXUMUYECKUX MPOIIECCOB TIPU TTEPKOJIS -
IIMOHHOM pPEXMMe TTPUBOIIUT HE TOJIBKO K 00pa30BaHNIO B3aMMHO-HETIPEPBIBHBIX CTPYKTYP,
a TakXe CTPYKTYpP AEHAPUTHOTO THMAa. MOXHO OTMETUTh TECHO CBSI3aHHYIO 00JIaCTh UC-
cJIeIOBaHUII 10 CHEKaHUIO 3epeH MOPOIIKOOOPAa3HbIX MaTepUaioB, MPOTHUBOIOJOXKHBIC
npouecchl Tuna pinch-off (“ormuneiBaHue”) MpuU TeMITIEpaTypHOM OTXXMUI€ MOPUCTHIX TE
ut.mo. [22].

OueBUIHO, UTO YMCJIO MApaMETPOB, OT KOTOPBIX 3aBUCUT TOMOJIOTHUSI TTOJTyYarolIerocs Ha-
HoMaTepuasa B cllyyae dJeKTPOXMMUYECKOTO Aea/IJIOMHIa JOBOJILHO BEJUKO: 1) Temriepary-
pa mpoliecca; 2) XUMUYeCKUit 1 $ha30Bblii COCTAaB MCXOJHOTO TBEPIOro CIUiaBa; 3) crocob
€ro TIPUTOTOBJICHUS (3aKaJIKa U3 paciljlaBa WM MeIJIEHHOEe OXJIaXIeHUe, TepMonuddy3u-
OHHBIE TIOKPBITUS); 3) rabapuTHAas TUIOTHOCTb TOKA TPU TAJIbBAHOCTATUYECKOM PEXUME;
4) pa3HOCTh IIOTEHILMAJIIOB MNPHU MOTEHIIMOCTATUYECKOM pPEXHMeE OeaJUIOMHra; 5) cocTaB
asiekTposiuta. Kpome Toro, M coueTaHue 3JeKTPOXUMHUUECKUX U PUUKO-XUMUUYECKUX YCI0-
BUI1 CUHTE3a CONECPXKUT OOJIbIIIOE KOJIMYECTBO KOMOMHALIMIA, KOTOPBIE MMPUBOIST K TON WU
WHOU Mopdo0ruu HaHO-MaTepuara.

[lanHas paboTa CTaBUT IJIaBHOM LIeJIbIO TTOKA3aTh, YTO B3aMMHO-HENPEePBIBHASI CTPYKTYpa
MOp Y JIMTAaMEHTOB B HAHOIIOPUCTOM 3KeJie3e ¢ XapakKTepHbIM pa3mepoM MeHee 100 HM BO3-
HUKAeT MPU JeJIONHTe HIKE XapaKTepHOU 00JIacTh Havajla PeKPUCTAJUTM3AIUU Kejie3a
(mpumepHo 450°C).

B pa6ote [23] coob111anoch 00 3JIEKTPOXMMUUYECKOM CUHTE3€E YJIbTPAIlIOPUCTOTO XKeje3a U3
(eppomMapraHua, NMoJIy4eHHOTo MyTeM OBICTPOii 3akaiku U3 pacriaBa 1500°C B pacruias-
JICHHBIX CMECSIX XJIOPUAOB HaTpuUsl U Kajus nipu Temnepatypax ot 700°C. B cnenyrouueit Ha-
et cratbe [24] OBITH TIPENCTaBICHBI PE3YIbTATHl HAOMIONECHWI 32 U3BMEHEHUSIMUA CTPYKTY-
PBI HAHOTIOPUCTOTO 3KeJie3a IMPU MOTEHIIMOCTATUIECKOM JeaJIONHTe (heppoMapraHiia SKBH-
ATOMHOTO cOCTaBa B 0Ooyiee HM3KOIUIABKOM 3BTEKTMYECKOM DacIUiaBe XJOpWIA JUTUS U
Kanus. B npennaraemoit pabote OyayT NpencTaBieHbl pe3yabTaThl UCCIIEN0BAaHUN 2JEKTPO-
XMMUYECKOro JealJIonHra (peppomapraniia ¢ cogepxkanuem xenesa 30; 50; 70 ar. % B obna-
ctu remmneparyp 300—600°C.
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OKCIIEPUMEHTAJIBHAA YACTb

st mpurotoBiieHUst 00pa3oB Fe—Mn ¢ pa3nuyHbIM cofep:KaHUeM MapraHiia ObIIA VC-
MOJIb30BaHbl HABECKU KapOOHUIILHOTO XeJjie3a (He MeHee 97% MeTaInuecKoro xejesa) u
5JIEKTPOJIMTUYECKOTO MapraHiia (He MeHee 99.8% MeTajmnueckoro maprasiia). [Tonroros-
JIEHHYIO CMECh B3BEIIMBAJIN U CIUIaBIsUIM B eun Tammana nipu 7' = 1420°C B OTOKe apro-
Ha B aJIlyHJIOBOM THUIJIE, YTOOBI YMEHBIIIUTh COJAEPKaHUE KMUCIOPOa B CILJIABE U MUHUMU3U -
poBaTh ucrapeHue mapranna. [locjie roMoreHn3anuu paciuiaBa B TedeHue 30 MUHYT, IPO-
U3BOAMIU OTOOp pACIUIaBJIEHHOTO MeTajljla B KBaplEBble TPYOKM IMMETPOM 5 MM,
MOJIyYeHHBIE CTPEXXHM OXJIaXKIaaud Ha BO3AyXe. 3aTeM, CTEPXKHU MOABEPraaId MeXaHUIeCKO
pe3ke Ha o0pas3nbl mimHOM 25 MM 1 nuamerpoM 4 mMm. Ilociie aToro ompenensii XuMude-
CKOE€ colepKaHWe 3JIeMEHTOB B MOJYyYEHHBIX 00pa3lax METOAOM SHEProauCIIepCUOHHOTO
PEHTI€HOBCKOTI'O aHaJIn3a.

INepen skcrieprMeHTaMM 06pa3lbl NIIM(OBAIM Ha HAaXIa4HOII Oymare pa3HOIl 3epHHU-
CTOCTH IO TTOSIBJIEHUSI 3€pKaIbLHOTO oTpaxkeHusd. [Tocie nummdoBky oOpasibl IPUBApUBAIU
K TOKOTIOABOAY U3 HepKaBellei CTalu.

TToozomoeka ucxooHwix .XZ/!OpllaOB ULe/104HblX Memanioe

B kauecTBe coseii-pacTBOPUTENIEN UCITOJIb30BaIN IBTEKTUYECKUE CMECH XJIOPUIOB IIie-
snouHbiX MeTaioB — LiCl—KCl—CsCl, LiCl—KCI, NaCl—-KCl—-CsCl. ConeBblie cMecH TOJTy-
YaJIi U3 MHANBUIYAJIbHBIX XJIOPHUIOB IIEJTOYHBIX METAJIJIOB MapKy “X. 4.”.

HcxomHble cMecy XJIOPUIIOB IIETOUYHBIX METAJJIOB TOTOBWIM CIIEAYIOIINM 00pa3oM: WH-
MUBUIYATbHBIE XJIOPUABI IIETOYHBIX METAIJIOB CYIIWIM TON BaKyyMOM B CITEIIMaIbHBIX
KBapleBbIX sueiikax npu Temiieparype 573 K B teuenue 3 4. [1ocie BaKyyMHOM CYIIIKU COJIb
pacIUIaBJIsUIM, IJIS 3TOTO TeMIlepaTypy MOAHMMAJW BhIIIE TeMIEPaTyphl TUIaBJICHUST UHIW-
BunyaiabHoi conmn Ha 50—100 K. PacrmmaBel cauBaayu B YMCThIe TUTIU U3 yriaepona. Coim
XpaHWJIHM B CYXOM MHEPTHOM GoKce B aTMocdepe azora. st MpUTroTOBIeHUST 9BTEKTUYECKUX
cMeceil Opai HaBeCKW WHAWBUIYATbHBIX XJIOPUIOB IIEJIOYHBIX METAJIOB, OYUIIIEHHBIX 1
TepeTuIaBJIeHHBIX BHIIIEYITOMSHYTBIM 00pa3oM. HaBecku rmoMeniaiiv B KBaplieBYIO STUEUKY 1
CIJIaBJISLIY TIPY HarpeBe Bhllle TemnepaType miaasieHus Ha S0—100 K. ITocne npoBeneHust
JMIAaHHBIX TIPOLIEAYP pACIUIaB CJIMBAJIM B UMCTHIE YIJIEPOAHbIC TUTJIU. [ToydeHHYIO 9BTEKTH-
YeCcKyl0 CMECh XpaHUJIU B CyXOM MHEPTHOM OoKce B aTMocdepe a3ora.

\BﬂeKMPOXLlMIlWECKaﬂ avelika u npoeeaeﬂue IKcnepumernma

DNeKTPOXMMUYECKUE SKCIIEPUMEHTHI TIPOBOAMIN B CUJIMTOBOM TEUYM COTMPOTUBIICHUS,
B TPEX2JIEKTPOIHOM sTUeiiKe, COCTOSIINEN U3 KPYTJIOAOHHOI KBapleBoii KOOk, B aTMOC(hepe
aproHa, JOTMOJHUTENbHO OUMIIEHHOM OT Biaru. Ocoboe BHUMaHUE ObLUIO YIEJIEHO BHIOOPY
MaTepuaJioB, yCTOMYMBBIX B arPECCUBHOU Cpelie pacIUIaBIEHHBIX COJIEH TIPU BBICOKUX TEM-
rneparypax. B ajleKTpoXxuMuuecKoi siueiike UCIoib30BaJIM KBaplIEBYIO KPYTJIOJOHHYIO KOJI-
Oy B KauecTBe KOHTeiiHepa ISl pacIUIaBJIEHHOUW COJIM, MOJIMOACHOBBIN 2JIEKTPOI B BUIE
MMPOBOJIOKU TMaMeTpPOoM 4 MM B KauecTBe KaToJa, MIaTUHOBYIO MPOBOJIOKY AUaMeTpoM 1 Mm
B Ka4yeCTBE 3JIEKTPOJla CPaBHEHUSI. AHOIOM B IaHHOM siuelike siBjsiicsl oOpasel u3 rpeaBa-
pUTEBHO TOArOTOBJIIEHHOTO cIilaBa Fe—Mn, nmpuBapeHHbI K TOKOIOIBOY M3 HEpXKaBelo-
et ctanu guamerpom 2 MMm. CxemMa 2JIeKTpOXMMUUECKO sSiueiiku mpuBeaeHa Ha puc. 1.

DKCHepUMEHTHI TIpoBoAMIM Iipu TeMneparypax oT 300 mo 700°C B atMocepe aproHa.
Hcrounuk toka: Biologic-SP50. CrepBa B KBapIeByl0 KPYyIJIOOOHHYIO KOJIOYy 3arpyxajau
npuMmepHo 30 T IIpenBapUTEIbHO MOATOTOBISHHON 1 U3MEIbYeHHOM cMecH XaopumoB. Pac-
MJIaBJeHUe CMECU TTPOBOAUIIU o1 BakyyMoM. [Tocie pacriaBieHus ¥ TOMOTeHU3aluKu CMe-
cu B TeyeHue 30 MUHYT, B pacIliaB MOrpyKaau 3JEKTPOIbl Y 3aIOJIHSUIN 3JIEKTPOXUMUYe-
CKYIO Y€Ky OYUIIIEHHBIM U BBICYIIIEHHBIM aprOHOM.
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Tokonoason n3

MonuGaeHoBbIi Hegfﬁ“ﬁ‘ome” [11aTHHOBBII

KaTox 3JIETPOI CPABHEHUS
sacsanse 11 B[ T
npooKu
KBapiieBbie yexiibl L—T11

lazononBonHas

TpyOKa

Ksapuesast
KpPYIJIOOHHAs
Kosba

O6pasey Fe—Mn

XJTOpUIHBIIT
pacruiaB

Puc. 1. Cxema 3KcrieprMeHTaTbHOMN STYEITKH.

ITocne npoBeneHrst SKCEPUMEHTOB U OXJIAKACHMS STUSHKU 10 KOMHATHOM TeMITepaTypbl
MTOJTyYeHHbIE 00pa3iibl aKKypaTHO OTPE3aCh aIMa3HBIM IMCKOM OT TOKOIIOABOAA M MPO-
MBIBAJIMCh B YIbTPa3BYKOBOI BaHHE B AUCTUIIMPOBAHHOM Boje (6 MUH), a 3aTeM B alleTOHE
(3 MuH).

PE3VJIBTATBI 1 OBCYXIEHWE

Ha puc. 2 npeacraBiensl COM uzobpaxeHusi oopasiioB Fe—Mn mociie celeKTUBHOTO
aHomHoro pactBopeHust B 3BTeKTuKe LiCl—KCI—-CsCl npu 300°C. BugHo, 4TO IpH TakKoit
TeMmIiepaType ToJiydeHHasl CTPYKTypa UMeeT NeHIPUTHO-TTON00HYI0 Mopdojioruo. BaxHo
OTMETHUTD, YTO TIPY TAKOM TEMIIepaType MPOIIECC PEKPUCTAIM3AIIMH ellle He 3aITylieH v 2¢-
exThI Koaryasiuu U CrieKaHusl TPOosIBIsIOTCs ciabo. [Topbl 06pa3ytoTcst BIOJIb TUMHUY TOKA
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W

200 MKkM 500 MKM

Puc. 2. (a) O6pasen Fe—Mn (50—50 at. %) nocine neayutounra B LiCl—KCl—CsCl mpu 300°C B moTeHUIMOCTaTHYE-
ckoMm pexxume (0.15 B) B Teuenune 1 yaca; (6) o6paseur Fe—Mn (30—70 ar. %) niocie neautonnra B LiCl—KCl—-CsCl

npu 300°C B rasibBaHOCTaTU4YeCKOM pexknume (30 MA/CM2) B TeueHue | vaca.

2 MKM 42 MKM g
e | SE S \_FL\_LI

Puc. 3. O6pazen (¢) Fe—Mn (50—50 at. %), (6) Fe—Mn (30—70 ar. %) nocne neayuiounra B LiCl—KCI npu 400°C B

noTeHImoctaTudeckom pexume (—0.05 B) B reuenue 40 MuH.

M MMEIOT TIPUMEPHBIA pa3Mep MOpPsIAKA HECKONBKMX MKM. OCTaTOYHBIA MapraHel Ha Mo-
BEPXHOCTHU He Gonee 2 aT. %.

Ha puc. 3 CBM wuzobpaxkeHue o0OpasLoB MOCe 3IEKTPOXUMHYECKOTO CEJIEKTUBHOTO
aHogHoro pactBopenus o6pa3oB Fe—Mn B aBrexkTuke LiCl—KCl mpu 400°C. I1pu 3T0i TEM-
neparype yxe akKTUBU3UPYIOTCS 3(PdeKThl Koaryasiiiuu M coarse-graining (yBeJMYeHUE
“3epHUCTOCTHU ) MPU 3TOM 00pa3yeTcsi B3auMHO-HEeNpepbIBHASI CTPYKTypa ¢ pa3MepaMHu Iop
nopsgaka 100 aMm. Ecau npeactaBuTh 3BOJIOLUIO JEHIUPUTONOOOOHOM CTPYKTYPHI, ITOKa-
3aHHOM Ha pUC. 2, TO HETPYAHO YBUIETh, YTO ITOMUMO CIIEKAHUS U COETUHEHUS OTIEIbHBIX
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Puc. 4. (a) O6pasenr Fe—Mn (50—50 ar. %) nocine neannoutra B LiCl—KCl ripu 500°C B OTEHLIMOCTATUYECKOM pe-
xume (0 B) B Teuenune 60 muH; (6) ob6paseur Fe—Mn (50—50 at. %) nocie neautontra B NaCl—KCI—CsCl mipu
500°C B nmoteHumocratnyeckoM pexume (0.05 B), npopomkurenbHocTh nipoliecca 120 MuH; (6) ob6paseur Fe—Mn
(70—30 ar. %) nociie neatonHra B NaCl—KCI—CsCl nipu 500°C B noreHunocratudeckom pexume (0.1 B), mipo-
IOJDKUTELHOCTB Tpotiecca 60 MUH.

BeTBell ACHAPUTA BKIIIOUAIOTCS U IIpoliecchl ThIa pinch-off (“oTmmneiBanue™). B pesynbra-
Te Ha MeHbIIMX paspenieHusx COM xapakKTepHO OpUeHTalMU IEeHIPWUTOB BAOIb JUHUM
TOKa yke HeT. OCTaTOYHbIIf MapraHell Ha MIOBEPXHOCTH He MpeBbIiaeT 3 at. %.

Ha puc. 4 npencraBienst COM m3obpakeHust oopasiioB Fe—Mn mocie ceaeKTuBHOIro
aHonHoro pactBopeHus npu 500°C. HecMmoTpst Ha ucnoyib3oBaHWE pa3HbIX cocTaBoB Fe—
Mn, a takxe pa3HbIX 371eKTpoauTOB (LiCI—KCI 1 NaCl—KCIl—CsCl) MOXHO 3aMETUTh, YTO
MpPOLIECC PEKPUCTAIUIM3ALIMM KeJle3a aKTUBU3UPOBAJICS U 3HAYWUTEJbHO TTOBJIMSUT Ha MOPHU-
CTYIO CTPYKTYpPY, aKTMBHO TmpociexuBaiorcsd 3¢ dekTol pinch-off (“ormunbeiBanus”) u
coarse-graining (“criekaHus’”), TMTaMeHTHI pa3phIBalOTCs U YKPYITHSIOTCs, 06pa3ysa 3D-mo-
PUCTBIE CTPYKTYPHI C pa3MepaMu TOp OT HAHOMETPOBOTO MacilTadba J0 HECKOJIBKUX MKM.
TTomuepkHeM, UTO €C/i B TPEABIAYILIEM Cydyae MOPUCTHIN MaTepras ObUT JOCTAaTOYHO OTHO-
POZIEH CO CpeaHUM pa3dMepoM Mop nopsiaka 100 HM, TO B 3TOM ciiyyae MOMUMO TMOp NMOpsiaKa
100 HM MOSIBUJINCHh U TIOPbI MUKPOHHOTO MaciiuTaba. TakuM o6pa3oM, BOZHMKIIA CIIOXHAasI
3D-uepapxusi Mop BO BCEM CJIOE, TTOABEPTHYTOMY CEJIEKTMBHOMY aHOIHOMY PAaCTBOPEHMUIO.
OcTaTouYHBIN MapraHell He TipeBbiat 3%.

J1J151 TOro YTOGHI MOJTYYNTh B3aUMHO-HENPePhIBHYIO IIOPUCTYIO CTPYKTYpY 0Opa3sell, n300-
paXeHHbI Ha puc. 46 ObLJT NOMOJHUTEILHO MOABEPTHYT TepMOoAnbdY3MOHHOMY OTXUTY
npu temieparype 600°C B atmocdepe aproHa B teueHue 15 muH. Oxugaemo, 4to Tepmonuddy-
3MOHHBIE MPOIIECCHI TTPUBEY K CIMIaXXMBAHUIO M YMEHBIIIEHUIO TTOBepXHOCTH 3D-repapxu-
YeCKOM CTPYKTYpPhI, KOTOPast 9BOJIOLIMOHUPOBAJIa K 3HAUUTENbHO 60jiee OMHOPOIHOMY pac-
npeaeeHUIo Mop U IMTaMEHTOB 110 pa3Mepy. CiienyeT OTMETUTh, UTO cama (popMa JTuramMmeH-
TOB cTaja 6oJsiee MPUYYIIMBOI, TO €CTh MMEET HaIUIaBJICHUS U OTIEIbHBIC BBICTYITAIOIINE
asieMeHTHI. [ToyyeHHast B pe3yibTaTe OT>KUTa CTPYKTypa (puc. 5) onsiTh 6yin3Ka 1o Mmopdo-
JIOTMY K B3aMMHO-HETIPEPIBHOMY pacIipeeIeHUIO TIOp U JINTAMEHTOB, TOJIBKO C YKPYITHEH-
HBIMU pazMepamu Topsiaka | MKM.

Ha puc. 6 COM uzobpaxenust Fe—Mn 1mociie ceJIeKTUBHOIO aHOIHOI'O PACTBOPEHUSI TIPU
600°C. Xopo1110 BUTHO, YTO MPU MOBLILLIEHUN TEMIIEpAaTypbl BHOBb 00pa30BajiaCh B3aUMHO-
HETIpepbIBHAS CTPYKTYpa MOP M JINTAMEHTOB, MPU 3TOM pa3Mep Mop MpuMepHO 1—3 MKM.
BaxkHO OTMETUTD, UTO B ITOM cilyyae (hopMa JIMTaMEHTOB CcTajla BeCbMa MPUUYJIMBOM U Ha-
MOMUHAeT KopeHb UMOUps. CoONocTaBiIsisl ¢ MPEabIAyIIMM 00pa3lioM U C 3KCIEPUMEHTOM
MO JTOTIOJTHUTEILHOMY OTKUTY (puc. 4 1 5), Xopollio rpocMarpuBaeTcst 3¢ hEKT OIHOBpe-
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100 MxM
_—

5 MKM 5 MKM

Puc. 6. (a) O6paszeur Fe—Mn (70—30 at. %) nocne geasuionnra B NaCl—KCl—CsCl ripu 600°C B moTeHIIMocTaTnye-
ckoM pexume (0.1 B) B Teuerue 60 muH; (6) obpazerr Fe—Mn (50—50 at. %) nocie neautonnra B LiCI—KCI npu
600°C B noreHuuocrarnyeckoM pexume (0.015 B), IpomaoKuTeIbHOCTD mpolecca 60 MUH.

MEHHOTO JieaJUIOMHTa U MPOLECCOB CIIeKaHUsl, UYTO U MPUBOIUT K 0Opa30BaHUIO TaKOI He-
00braHO# Mopdosornu. Mx coBMecTHBIN 3(h(heKT, 04eBUIHO, U 3aKIIIOYAETCsI, C OMHOM CTO-
POHBI, B OOJIbIIEH CBSI3HOCTU CTPYKTYPBI, a C Ipyroii — B ellle 6ojiee MpuuyminBoit hopme
JIUraMeHTOB. BUIIHO, YTO M COCTaB MCXOMHOTO CIjIaBa MPU TaKOW TeMIlepaType BIUSET Ha
TOJILIUHY JIuraMeHTOB. Tak, rpu 30% Mn JiMraMeHThl 3HAYUTEIBHO TOHBIIE, YeM mpu 50%.
Ha crpykrypax, monyueHHbIX Iipu 600°C MOXHO 3aMETUTh HEOOJIbIINE OTPOCTKU, KOTOPHIE,
Ho-BUIMMOMY, YKa3bIBalOT Ha MeCTa, TJe CBI3KU pa3pbiBaucCh (pinch-off) u 3a To xe BpeMst
He YCMeIu CPacCTUTh C APYTMMU JIMTAMEHTaMU.
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SAKIIIOYEHUE

1. TIpoBeneH 3JEKTPOXUMMUYECKUI JAea/UIOMHT (eppomapraHiia pa3jiMYHOTO COCTaBa
(Mn 30, 50, 70 at. %) B pactiaBJIeHHBIX CMECSIX XJIOPHMIIOB IIEJIOYHBIX METAJJTOB B MHTEPBa-
1e Temriepatyp ot 300 mo 600°C.

2. IpocnexeHa 3BOJIIOLMS CTPYKTYPbl CHHTE3UPOBAHHOTO HAHO- U YJIBTPAIOPUCTOTO XKe-
Jie3a B 3aBUCUMOCTH OT TEMITePaTyphl:

a) OT JAEHIPUTOIONOOHON U OPUEHTUPOBAHHOI BIOJb JUHUU TOKA MOPMOJOTUU TPU
300°C;

0) K TUIITMYHOM B3aMHO-HEINPEPhIBHOM HAHOIIOPUCTOI CTPYKTYpE C pa3MepaMu Iop Mo-
pstaka 100 um pu 400°C;

B) 3D-uepapxust nmop u nurameHToB Ipu S00°C, KoTopast oTIM4aeTcs paclpeacieHrueM
nop pa3Horo pa3zMepa ot 100 mo 1000 HwM;

r) obpa3oBaHUE B3aMMHO-HETNPEPbIBHON CTPYKTYPHI MOP U JIMTAMEHTOB YKPYITHEHHOTO,
MUKpOHHOTO0 MaciuTata rmpu 600°C ¢ turameHTaMu IPUYYIIUBOI (OPMBI, HAITOMUHAIOLIEHA
KOpPEHb UMOUDSI.

3. UHTepecHo, 4TO pasaeneHue mpolecca acauionnra npu 500°C ¥ mpocToro oTXura
npu 600°C Ha ABe HE3aBUCUMBbIE CTaAUU IMPUBOIUT K IMOXOXEMY pe3ybTary (ITyHKT T), HO
BO3HUKalOIIAasl CTPYKTypa 00J1afaeT MeHbIIEH CBI3HOCThIO META/UIMYECKUX YACTHUIL.

HccnenoBaHue BhIMOJIHEHO MpU (MHAHCOBOI nomanepxke Poccuiickoro HayuHoro (oH-
nma Ne 22-23-20073 u nogaepxxkke POD®U Ne 20-33-90224.
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TEMPERATURE CONDITIONS FOR OBTAINING A BI-CONTINUOUS STRUCTURE

1.

OF NANO-POROUS IRON DURING ELECTROCHEMICAL DEALLOYING
OF FERROMANGANESE IN MOLTEN SALTS

D. A. Rozhentsev!, N. K. Tkachev!

! Institute of High Temperature Electrochemistry,
Ural Branch of the Russian Academy of Sciences, Yekaterinburg, Russia

Nano-porous metals obtained by dealloying in the percolation mode have the structure of a
network of ligaments with pore sizes that can vary from several nanometers to several mi-
crons. Nano-porous iron and some ferroalloys containing manganese could be extremely
promising materials as bio-degradable implants for regenerating bone tissue after fractures
and other injuries. Molten salts, as electrolytes, are capable of accelerating percolation deal-
loying due to elevated temperatures, as well as higher current densities can be applicable in
this case. Electrochemical dealloying of ferromanganese of various compositions (30, 50,
70 Mn at %) in molten mixtures of alkali metal chlorides has been carried out. A complex
combination of temperature and electrochemical processes in the percolation mode, which
leads not only to the formation of bi-continuous structures, but also to structures of the den-
dritic type. The evolution of the structure of the synthesized nano- and ultraporous iron de-
pending on temperature from a dendrite-like and streamline-oriented morphology at 300°C
to a typical bi-continuous nanoporous structure with a pore size of about 100 nm at 400°C
was observed. Activation of the effects of coagulation and coarsening of ligaments and a loss
of orientation along the field line were noted. However, under these conditions, a bi-contin-
uous structure (100 nm) sufficiently uniform in size is formed. Further increasing the tem-
perature results in another porous material with a 3D pore hierarchy at (500°C), which is
distinguished by the distribution of pores of different sizes from 100 nm to 1 m. An observa-
tion was made about the formation of a porous structure of an enlarged, micron scale at
600°C with “ginger-root-like” ligaments. Dividing the process of dealloying at 500°C and
simple annealing at 600°C into two independent steps leads to a similar result, but the struc-
ture has less coherence of the metal particles.

Keywords: selective anodic dissolution, dealloying, ferroalloy, chloride melt, annealing,
nanoporous iron
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