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(57) Pedepar:

N300pereHne  OTHOCUTCS K  XUMHUECKOMU
MIPOMBIIIIJIEHHOCTH U MOXET OBITh UCIIOIB30BaHO
MIPU U3TOTOBJIEHUU T'padUTOBOM POIBTH, COPOCHTOB
u  katamuzaTopoB.  Croco®  M3TOTOBJICHUS
reHorpadura, MOIU(PUIMPOBAHHOTO
MEJIKOJUCIIEPCHBIMU YaCTULAMMU METAJUIOB WU
cI1aBoB, BKIouaeT ctaauu (A)-(B). Ha ctagum (A)
MPOBOMASAT BBIAEPKKY UACTUL] MHTEPKATUPOBAHHBIX
COCJIMHEeHUN TpaduTa MO MEHbIEH Mepe C OJTHUM
xsopuaoM moaudumupytoriero meramia (MCI'XM)
0 MEHbIIEH MEpe B OJHOM JXKUJIKOM aAMHUHHOM
BOCCTAHOBUTENE, BBIOPAaHHOM W3  TPYIIIHI,
coAeprkalied aMMHaK, METUIIAMUH U ITUIIAMUH, B
TEUeHUWE BPEMEHHU, OOECIeUMBAIOLIETO BHEIPEHUE
BOCCTAHOBUTENSl MEXAy ClOIMU Trpadura C
o0pa3oBaHuEM COETUHEHUS NCI'XM c
BoccraHoBuTeNeM I-1V cryneneit. Beinepxkky Ha aToin

CcTaivyd MNpPOBOAAT IIpU  TeMmmepaTypax, He
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MPEBBIIAIONIMX TEMIEPATYPY KUIICHUS aMUHHOTO
BocctaHoButelss. UCI'XM BkiItodaeT mo MeHblekh
Mepe OAMH XJIOPUI MOTUPHIMPYIOIIEro MeTajlla,
BBIOPAHHOTO U3 TPUAJIBI Kejie3a 1 Meau. Ha ctamuu
(b) u3 TOTyYeHHBIX COSIMHEHUHN YAAISIOT H30BITOK
amMuHHOTO BocctaHoBuTens. Ha ctamuu (B) mpoBoasiT
TEPMUUECKYI0 00PaOOTKY YKa3aHHBIX COEAMHEHUI
B uHepTHOM atMocdepe mpu 700-1100°C. Ilepen
crangueit (B) ykazaHHBIE COCOUHEHUS MOXKHO
JTOTIOJTHUTEITEHO KOMITAKTUPOBATh, HATIPUMED, ITyTEM
TIPEeCCOBAHMS. IToxyueHHbII MeHOTpaguT
MIpEACTaBIACT COOOM YACTHITBI TEPMOPACITUPEHHOTO
rpadura ¢ paBHOMEPHO pacHpeaeaéHHBIMU 10 HX
MMOBEPXHOCTH MEJKOAUCIIEPCHBIMU YaCTHULUAMU IO
MEHbIIIEd Mepe OJHOrO MeTajljla WIM CIUlaBa C
pasmepom ot 0,01 1o 3 MkM. YacTe ymoMsIHYTBIX
MEJIKOIUCTIEPCHBIX YACTHI[ METAJIJIOB MOXXET OBITh
00BeIMHEHA B arJIoMepaThl. FI300peTeHue o3BOIsSeT
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(54) METHOD OF PRODUCING GRAPHITE FOAM MODIFIED WITH FINE PARTICLES OF METALS OR

ALLOYS, AND GRAPHITE FOAM

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: invention relates
industry and can be used in making graphite foil,
sorbents and catalysts. Method of producing graphite
foam modified with fine particles of metals or alloys
includes steps (A)—(C). Step (A) comprises holding
particles of intercalated graphite compounds with at
least one modifying metal chloride IGCMC) in at least
one liquid amine reducing agent, selected from a group
containing ammonia, methylamine and ethylamine, for
a period of time providing for the introduction of the
reducing agent between the graphite layers to form an
IGCMC compound with a reducing agent of steps I-IV.
Holding at this stage is carried out at temperatures not
exceeding the boiling point of the amine reducing agent.
IGCMC includes at least one chloride of modifying
metal selected from triad of iron and copper. At step

to chemical
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(B), excess amine reducing agent is removed from the
obtained compounds. At step (C), said compounds are
thermally treated in an inert atmosphere at
700-1,100 °C. Before step (C), said compounds can
be further compacted, for example, by pressing.
Obtained graphite foam is particles of thermally
expanded graphite with fine particles of at least one
metal or alloy uniformly distributed over their surface
with size from 0.01 to 3 mcm. Part of said fine metal
particles can be combined into agglomerates.

EFFECT: invention makes it possible to simplify
the hardware design of the process and reduce its
duration by reducing the number of stages and
eliminating the use of a reducing atmosphere during
thermal expansion in the thermal shock mode.
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OBJIACTb TEXHUKHA

N300peTeHrne OTHOCUTCS K 001aCTH TTOJTYYEHUS YITIEPOIHBIX MATEPUATIOB,
MOJIM(UIMPOBAHHBIX MEJIKOAUCIIEPCHBIMU YaCTUIIAMH METAJIOB C KOHTPOJIUPYEMbIMU
(U3UKO-XMMUUECKUMU XapaKTePUCTUKAMU (YAETbHAS TOBEPXHOCTh, COPOLMOHHAS EMKOCTbD,
IJIOTHOCTb, Fa30MPOHUIAEMOCTb, TPOYHOCTH) U MOXKET OBITh UCIOIB30BAHO B XUMHUYECKOMN
MIPOMBIIIIEHHOCTH JJIsI U3TOTOBJIEHUSI rpauTOBOM (hOJIBIU, COPOSHTOB, KATAIU3ATOPOB,
9KPaHOB, 3ALIUIIAIOIIUX OT 3JIEKTPO-MATHUTHOT'O U3TYYEHUS U T.I1.

YPOBEHDb TEXHUKHU

[Ton nenorpadurom (I1T°) mnm repmopacimpenssim rpadgurom (TPI') B ypoBHE TeXHUKH
MMOHUMAIOT HU3KOIUIOTHBIM, MOPUCTBIN MaTepuas, oOpa3yIoluics Ipy HarpeBe
WHTEpKaJIUpOBaHHBIX coenuHenuit rpadura (MICT') B pexxume tepmoynapa. Homep crynenu
NCT - konmuyecTBO rpaUTOBBIX CIIOEB MEXKTY IBYMS OJIMKANIIIMMU CIIOSIMU UHTEPKAJISITA,
XapaKTepPU3yeT CTETIeHb 3aII0JTHEHHOCTH I'pa(UTOBON MAaTPHILILI MHTEPKAJISITOM: YEM MEHBbIIIE
HOMEp CTYNEHH, TeM OOJIbIIE UHTEPKAJISITA BHEIPUIIOCH.

s nonydeHus neHorpadgura, MOAUPUIMPOBAHHOTO METAJIIIAMU, COOTBETCTBEHHO,
OCYIIECTBIISIIOT BCIIEHMBAHKNE MHTEPKAJIMPOBAHHBIX coeauHenuit rpadura (MUCT) ¢
COEIMHEHUSIMU METAJLIIOB.

B npeatecTByroeM ypoBHE TEXHUKU PACKPBIBAIOTCS PA3JIMYHbIE TEXHOJIOTMH ITOJTyYEHUS
neHorpaduTa 1 U3EIMil Ha ero OCHOBE, MOTU(PUIMPOBAHHOTO PA3IMUYHBIMU METAJIJIAMHU.

B cratbe «Dispersion of magnetic metals on expanded graphite for the shielding of
electromagnetic radiations», APPLIED PHYSICS LETTERS 90, - 2007, - Yuan Huang u np. [1]
PACKpBIBAETCS CIIOCOO U3rOTOBJIEHUSI MOIM(UIMPOBAHHOTO YacTuliaMu metajuioB TP mis
3aIIMTHBIX 9KPAHOB OT 3JIEKTPOMATHUTHOIO U3NTyuyeHusl. B tanHOM crioco0e
MHTEepKaMpoBaHHble coenuHenus rpadura (MCT), monydeHHbIe MHTEpKaIsAIUei rpaduTa
B CEpHOW KUCIIOTE BCTICHUBAJIM B MUKPOBOJIHOBOM TeUH, J0OABIISUIU K TIEHOTpagUTy pacTBOp
3TaHoJIa, COIEPIKAIIMN OAUH WUIIK HECKOJIBKO alleTaTOB KOOAJIbTA, )KeJle3a WM HUKEJS, 3aTEM
CMECh HarpeBaju JJIsl ICIAPEHUS] PACTBOPUTEIIS, ITOCIIE YETO MOABEPTaI BOCCTAHOBIICHUIO
B IOTOKe Bojopoaa. [lomydyeHHsiit TakuM cioco0om matepuan npeacrasisii coooit TPL,
MoaupuurMpoBaHHbIi chepuueckumu yactunamu Co, Ni u Ni-Fe ¢ pazmepom 30-500 HM,
paBHOMepHO pacrpeneneHHbiMu B TPT. Matepuas neMoHCTpUpyeT BBICOKYIO 3 (hEKTUBHOCTh
JUIS1 SKPAHUPOBAHUS 3JIEKTPOMATHUTHOT'O U3JTYyUYEHUSI.

M3BecTeH crmocob moaydeHus yriiepoJHOToO MaTepuralia Ha ocHoBe rpaduta (RU 2766081).
JIaHHBIN CIIOCO0O BKITIOUAET CMEIIEHUE UCXOTHOTO TpaduTa C XMMUUECKUM PEareHTOM U
MOCIIEAY IO TEPMUYECKUI HATPEB, IIPU 3TOM, B KAUECTBE XMMUYECKOTO pEAreHTa
UCTIOJIB3YIOT CMEChH, COCTOSIIIYIO U3 )KUIKOTO aMMUAKA U OTHOT'O U3 COEAMHEHUI alleTUIIEHU 0B
MIETTOYHBIX METAJUIOB, UIMEIOIIIMX OOIIYIO CTPYKTYPHYIO (popmMyty:

Me-C=C-R,

rae Me - Na, K; R - H, -CxHy nipu x=1-6, y=2-13,

IIPU 3TOM AlETUIIEHUIBI IETTOYHBIX METAJUIOB UCIIOJIB3YIOT B KOHUEHTpauuu 1-5 Moi.%
M0 OTHOIIIEHUIO K rpacduTy. Jlo HarpeBa rpadut BBIACPKUBAIOT MOJI CIIOEM PacTBOpPA B
TeyeHue 15-60 MUHYT, MOCIIE Yero ero U3BJIEKAIOT, CYlIAT MPU KOMHATHON TeMIepaType 1
narnee rmojasepratot Harpey mpu 500-800°C B pexume TepMmoyaapa. CooTHoleHue rpapura
¥ ammMaka coctasisieT 1:1. JlaHHasg TEXHOIOT U TO3BOJISIET MTOJYUYUTh YITIEPOIHbINA COPOEHT
C MIOBBIIIIEHHBIMU MTOKA3aTEISIMU TTO COPOLIMOHHON €MKOCTH.

HecMmoTpst Ha TO, YTO TEXHUYECKOE PEILIEHUE, PACKPBITOE B JAHHOM MATEHTE OJIM3KO K
MPEUIOKEHHOMY 10 COBOKYITHOCTH OIEpalyii, OHO HAIPaBJIEHO HE HA MOJIU(ULIMPOBAHUE
TPI metamuiamu, a Ha co3ganue I11' ¢ BBICOKOM MOPUCTOCTBIO, YTO 3HAYMTEIBHO YBEIUUMBAET
€ro COpOLMOHHYIO EMKOCTb.
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ABTOpBI TAHHOTO TIATEHTA OOBSCHSIOT 3TO TaK: BHEIPEHUE MOJIEKYJT alleTUJIMHUIOB
IEJIOYHBIX METAJIOB B TPa(UT COITPOBOXKIAETCS 3aXBATOM MOJIEKYJI PACTBOPHUTEINS], KOTOPBIM
B IIPEVIOKEHHOM crioco0e siBiisieTcst aMmuak. [1pu aTom oOpasyeTcsi MHOTOKOMITOHEHTHOE
NCT'. Oprannyeckue MOJIEKYIIbI, COJIePXKAITUE alleTUICHUIHYIO TPYIIIY, TPAHC(HOPMUPYIOTCS
MIPU HATPEBAHUU B TUTAMEHH TOPEJIKK B YIIIEPOIHBIE BOJIOKHA - HAHOTPYOKH WJTH TI100YITbI
yriaepoja. TU YriiepogHble KOMIIOHEHTBI CKPEIUISIIOT JIMCTHI rpaduTa B TpEXMEPHYIO
BBICOKOIIOPUCTYIO CTPYKTYPY.

brnarogapst BBICOKOM MOPUCTOCTU CTPYKTYPBI U €ro rTuApodhOOHOCTH, MOTYyYSHHBIMH
rpaduToBbIi COPOEHT 3(PPEKTUBHO MOTIOMAET HEPTh, HEDTEMTPOAYKTHI, MACIIA U3 UX CMECH
C BOJIOM.

B nmatenTe RU2652704 packpbiBaeTcsi criocod MoydeHus COpOeHTa Ha OCHOBE
neHorpadura, MOAU(PUIMPOBAHHOT'O MATHUTHOU (heppUTHOM (ha30il, KOTOPBIN BKITFOYAET
MIPOTNUTKY UHTEPKAIMPOBAHHBIX I'PA(PUTOBBIX YACTUI] BOJHBIM PACTBOPOM COJIEH, COAePKAIIUM
COJIb TPEXBAJICHTHOT O JKeJIe3a U COJIb IBYXBAJICHTHOTO METAJUIa TIPU COJIEPKAHIU KaKION
U3 YIIOMSIHYTBIX COJIEH B KOJIMYECTBE OT 2,5 10 25 Mac. %. YIIOMSHYTBIEC COJIUM BEIOpAHBI U3
TPYIIIBI COJIEH, CHOCOOHBIX K pa3IOkKEHUIO B MHTEpBasie TeMiepatyp ot 500 mo 1200°C ¢
o6pazoBanueM gepputHbix ¢a3 Buga MeFe,0O4 (Me = Co, Ni, Mg). 3aTeM OCyIIECTBIAIOT

OT/JEJIEHHE MPONUTAHHBIX MHTEPKATIMPOBAHHBIX I'PA(UTOBBIX YACTHUII, CYLIKY TBEPAOH (a3bl
JIO CBIITYYETO COCTOSIHUS U €€ TepMUUYECKYI0 00paboTky mpu Temmnepatype 5S00-1200°C.
N300pereHre no3BoIsieT MOIYYUTh MATEPUAIT C YITyUIIEHHBIMU SKCILTyaTALMOHHBIMU
XapaKTEPUCTUKAMMU 33 CYET PABHOMEPHOIO pacIpe/IeNIeHHs MArHUTHOM (pa3bl 110 MOBEPXHOCTH
copOeHTa, YBeITMYeHMsI cofiepkaHust MarHuTHOM (a3el B TPI 1 moBkIIeHNs €70 MAaTHUTHBIX
CBOWICTB, @ TAK)KE€ YIIPOILEHUE TEXHOJIOTUU ITyTEM IIPOBEACHMS CUHTE3a B BO3AYILIHON
aTMoc(epe B OTCYyTCTBUM BOCCTAHOBUTEIIS.

Hawubomee 61m3kuit criocod moryueHusi MOIUGUIMPOBAHHOTO MMeHOTpaduTa PaCKPHIT B
nateHTe RU 2564354. B cOOTBETCTBUM C TAaHHBIM TEXHUYECKUM PELICHUEM I10JTy4atoT
MOAU(PUIMPOBAHHBIN IEHOTPAPUT, KOTOPHIN MOKET HAUTH MPUMEHEHHE B IIPOU3BOJICTBE
copOeHTOB ¢ heppUMATHUTHBIMU CBOMcTBaMU. Croco0 MpeaycMaTpUBaET MOJIy4eHUE CMECH
MHTEPKAIIMPOBAHHOTO TpaduTa C pACTBOPOM COJIM 2 W/WiK 3 BAJIGHTHOTO Keje3a B
OPraHUYECKOM )KUJKOCTH (ALETOH, CMECh allETOHA U OKTaHa, OyTaHOJII-2), pa3jiaratomencs
IIPU HATPEBE C BbIJIEJICHUEM METaHa, IJIe KOHIEHTPALMs COJIY KeJle3a, BHIOPaHHOM U3 TPYIIITHI,
Brrouaronien Fe(NO3)3, FeCls, FeSO4 B pactBope cocrasiuser ot 10 1o 50 macc. %, otaencHue

OT TOJIyYEHHOMN CMECH KUIKOM (a3bl C MOTyuYeHUEM TBEpAOi (a3bl B BUIE
UHTEPKAIIMPOBAHHOI'O I'paduTa C HAHECEHHBIMU HA HETO COEIMHEHUSIMU JKEJIe3a, CYIIKY
TBEPO# (ha3bl IO CHITyUETO COCTOSIHUS M TEPMUYECKOE PACHIMPEHNE HHTEPKATIUPOBAHHOTO
rpauTa ¢ HAHECEHHBIMM Ha HEr'O COeIMHEHUsIMU *kere3a. Harpes nis tepmuueckoro
pacimpeHust MPOBOIST B BOCCTAHOBUTENbHOM aTMOcdepe Wiv Ha Bo3ayxe. JlaHHbIM cnocoboM
MOJIYYaloT MeHOTpauT C KeIe30coaepxaiert peppuMarHiTHOM (pa3oi u comepkaHrueM
xene3a 10 19 macc.%, 061a1atonuii yIyYIIeHHBIMU MAarHUTHBIMUA U COPOLMOHHBIMU
CBOMCTBAMMU.

K nHenocraTkaM ciocoOoB, TPUBEIEHHBIX B IBYX ITOCIEIHUX LUTUPYEMbBIX HICTOUHUKAX,
OTHOCUTCSI HEBO3MO>KHOCTD TIOJIyYeHHs IEHOT paduTa MOIMGULUPOBAHHOTO YaCTUIIAMHU
YUCTOTO METAJIA, T.K. B CJIy4yae pacCMaTPUBAEMBIX CHHTE30B 00pa3yIoTCs TOJIbKO YaCTHUIIbI
TOT'O WM UHOTO OKCH/IA MEeTaJl1a WK Geppura.

K HemocTraTkam Takke MOKHO OTHECTH JUIMTEIBHOCTD ITPOLECCOB MOJYYEHUS
MOAU(PUIMPOBAHHOTO MeHOTpaduTa 32 CYET UX MHOTOCTA/IMHHOCTH, a TAK)KEe POBEICHUE
HarpeBa B PeKMMe TEPMOY/Iapa C UCTIOIb30BAHUEM BOCCTAHOBUTEIBbHOM aTMOChEpHI (MEeTaH,
BOJIOPOJI U TIP.), YTO TPeOyeT 3HAUUTEIBHOTO aapaTHOro opopMIIEHHUs, OCOOEHHO, B
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MacITadax MPOMBIIUIEHHOT'O IPOU3BOJICTBA.

Bce BbllIETIEpEUNCIIEHHOE MOXKET CO3/7IaTh OIPE/IeJIEHHbIE TEXHUYECKUE TPOOIIEMBI,
TpeOYyIOIIHe UX PEIICHMS.

PACKPBITUE M30BPETEHUM A

TexHuueckoi 3a1aueit U300peTeHUs SIBIISIETCSl yCTPAHEHUE BCEX BBIIICTTPUBEACHHBIX
HEJIOCTATKOB.

ITocraBiieHHas 3aaua peraeTcs CiocoO00M U3rOTOBJICHMS IEHOTpaduTa,
MOJTU(UIMPOBAHHOT O MEIKOIUCTIEPCHBIMHU YaCTUIIAMK METAJIJIOB WITH CIUTABOB , BKITIOUYAFOIITUM
CIIEIYIOIIUE CTaUU:

(A) BBIZIEPXKKY YACTUI MHTEPKAITMPOBAHHBIX COCIMHEHMI rpaduTa 10 MEHBIIIEH Mepe ¢
oaHUM Xj1opuaoM Moauduimpyromero metauia (MCI'XM) o MeHbIel Mepe B OJTHOM
YKUIKOM aMUHHOM BOCCTaHOBUTEJIE, BRIOPAHHOM U3 T'PYIIIIBI, COJIEpKAIIEH aMMUaK,
METHJIAMUH U 3TUJIAMUH B TeUCHUE BPEMEHHM, 00eCIIeuBaIOIIET0 BHEIPEHNE BOCCTAHOBUTEIIS
MeXy cliosiMu Tpaduta ¢ oopazoBanuem coequHernss MCI'XM c BocctanoButenem [-1V
CTYIICHEW;

(b) ynanenue u3 coequnenuit MCI'XM ¢ BoccranoBuresem co craanu (A) u3dbITKa
AMUHHOTO BOCCTAHOBUTEJIS;

(B) repmuueckyro 06padotky coequnenut UCI'XM co cranuu (b) B uHepTHOM atMocdepe
ripu 700-1100°C.

B yacTHBIX BOILTIOIIEHUSIX U300 PETEHHUS IMOCTABICHHAS 3a/aua PeIaeTcs CrocoooM, B
KOTOPOM BBIJIEPKKY Ha CTaauu (A) IPOBOIST IIPHU TeMIIepaTypax He MPEBBIIAOITUX
TeMIIepaTypy KUIIEHUSI AMUHHOTO BOCCTAHOBUTEIIS.

B vactabIX Bomtomenusx criocoba MCI'XM nHa ctaauu (A) BKIIFOYAET IO MEHbIIIEH Mepe
OJIVH XJIOPUJT MOTUPULIIMPYIOIIETrO MeTaslia, TAe MOAUGHUIMPYIOIIUM MeTaJlJT BBIOpaH U3
CPYIIbI, BKIIOYAIONIEH TpUaay Kejie3a U Me/b.

B yactHbIX BoMIOIIEHUSIX crioco0a nepe crajauedt (B) 10moIHUTETbHO MTPOBOIST
koMnaktupoBanue coeauuenurt MCI'XM, nmonydyennbix Ha ctaguu (b).

B yacTHBIX BOITIOMIEHUSIX CITOCOOA KOMITAKTUPOBAHUE OCYIIECTBIISIFOT ITyTEM IIPECCOBAHUSL.

ITocTaBnenHas 3aaua Takxe pemraercs: neHorpagurom, MoauUIUPOBAHHBIM
MEJIKOIUCIIEPCHBIMU YACTULIAMHY METAJIJIOB UJIM CILIABOB, KOTOPBIH MOJIy4YEH BBIIIIEONUCAHHBIM
CIIOCOOOM M IMPEJICTABIISET COOOM YAaCTHUIIBI TEPMOPACIIUPEHHOTO T'paduTa ¢ pABHOMEPHO
pacrpeieIeHHbIMU 10 UX TTOBEPXHOCTH MEJIKOIUCTIEPCHBIMU YACTUIIAMM IO MEHBIIIEH Mepe
OIHOTO MeTaJljIa Wiy cruiaBa ¢ pazMepoM oT 0,01 10 3 MKkM. B 4aCTHBIX BOTUIOIIEHUSIX JTAHHOTO
M300peTeHns MOCTaBIEHHAs 3aj/ladya peniaeTcs neHorpaduToMm, B KOTOPOM B KauecTBE
MEJIKOJIMCIIEPCHBIX YACTHI] METAJIJIOB OH COAEPKUT YaCTHUIbl METAJIJIOB, BHIOPAHHBIX U3
CPYNIIbl BKIIFOYATOIIEH TpUay kejle3a U Me/lb UK UX CIUJIaBBhI.

B yactTHOM BoILIOIIEHUY TIeHOTpadUTa YaCTh YIIOMSHYTHIX MEJIKOAUCIIEPCHBIX YaCTHII
METAaJIJIOB UJIM CIJIABOB MOXET ObITh OOBEAUHEHA B ArJIOMEPATHI.

CyIHOCTh U300PETEHUSI COCTOUT B CIIEAYIOIIEM.

s momydeHus nieHorpadura, MoaAU(PpUIMPOBAHHOTO MEJIKOAUCTIEPCHBIMU YaCTUIIAMU
METAaJIJIOB UJIK CIUJIABOB, O€pyT MOPOIIKU HHTEPKATIMPOBAHHBIX COEIMHEHUM rpaduTta c
ximopuaom Moaudumpyromero Mmeramia (MCI'XM) u BEIAEPKUBAIOT X B CPeIe )KUIKOTO
AMUHHOTO BOCCTAHOBUTEJISI. 3aTEM U3JIUIIKH AMUHHOTO BOCCTAHOBUTEJISI YAAJISIIOT
HCIIapEHUEM, a TBEPIYIO YACTh, OCTABIIYIOCS TOCIIE YAAJIEHUS PACTBOPUTENS, TOABEPratoT
TePMUYECKON 00paboTKe B MHEPTHOM aTMocdepe.

[Tpu 5TOM KUIKWM AMUHHBIA BOCCTAHOBHUTEIb B ITPOLECCE BBIJICPIKKU BHEIPSETCS B
NCI'XM, a nogyueHHOE COeIMHEHUE ITPU TEPMOOOPAOOTKE pa3IaraeTcs C BbIICJICHUEM ra30B
BOCCTaHOBUTEIBLHOM MIPUPOIBI U 00pa30BaHUEM MEHOTPApUTA, ITOKPHITOIO YaCTHUIAMHU

Crp.: 7



10

5

20

25

30

35

40

45

RU 2817021 C1

METAaJIJIOB UJIM UX CILJIABOB.

IToxg UCI'XM B paMkax HaCTOSIIETrO U300PETEHUS TOHUMAIOTCS] COEIMHEHUSI BHEJIPEHUS
B rpaUT XJIOPUIOB METAJUIOB PA3JIMUHBIX CTYIIEHEH, 4 TAK)K€ KOUHTEPKAIUPOBAHHbIE
coeMHeHus rpaduTa ¢ pa3HbIMU XJIOPUIAMHU.

XUMUYECKHE PeaKIi1, COTTPOBOXKIAIOIIME TTPEIOKEHHBINM CTOCO0 HAHECEHUS TTOKPBITUI
MEJIKO/IUCTIEPCHBIX METAJIJIOB U CIUIABOB, IPUBEICHBI B Ta0umIe 1.

MN3o6peTeHre ocyecTBISIOT B CIEAYIOIIEM MTOPSIKE.

Craaus (A). s ocymectienus ctaaud (A) ucnonb3yroT cMecb MCXIT'M ¢ aMUHHBIM
BOCCTAHOBUTEJIEM (B3SITOM B JKUJIKOM COCTOSIHUM) U TPOBOST BbiiepKkKy MCXIT'M B cpene
BOCCTAHOBUTEJNS IIPU TEMIIEPATYPAX HUKE TEMIIEPATYP KUIIEHUSI TOT'O UIK UHOTO
BOCCTAHOBUTEJIA.

IToHsITHE «KUIKUI» AaMUHHBIA BOCCTAHOBUTED MPE/INOJIATAaeT, YTO OH MOXET ObITh
MCIIOJIb30BaH MPU TEMIIEPATYPaAX, HE MPEBBILIAOIINX TEMIIEPATYPY KUIIEHUS ITUX
BOCCTAHOBUTEJIEMH, T.€. MpU TemnepaTtype He oostee -33°C a1t ammuaka, -7°C 711 MeTUJIaMUHA,
17°C mnd sTAIIaMUHA.

Huxuss rpanvia temmnepatyp oopaboTKu B AMUMHHOM BOCCTAHOBUTEJE €CTECTBEHHBIM
00pa3oM JIMMUTUPYETCS] TEMIIEPATYpPO TIJIaBJIEHUS TAHHOTO BOCCTAHOBUTEIS, OJTHAKO,
JIOCTUKEHUE 3TUX TEMIIEpATYyp (TeMIepaTypsl IUIaBIeHUSI aMmMuaka -77,75°C, meTunaMuHa
-93,5°C, stunamuna -80,6°C) TpebyeT 3HAUUTEIBHBIX 3aTPAT U IKOHOMUYECKU
HerenecoobpasHo. [1pu mpoBeeH!H OTIBITHBIX UCTIBITAHUIM TeMIiepaTypa Hike -60°C He
WCIIOJIb30BaAJIACh.

B kauecTBe )XMAKOr0 aMMHHOTO BOCCTAHOBUTEJISI B U300 PETEHHH UCTIOIB3YIOT IO MEHbBIIIEH
Mepe OJIMH BOCCTAHOBUTEJb, BBIOPAHHBIN U3 TPYMIIbI, BKIIOYAIOIIEH aMMUaK, U €ro
MPOU3BOIHBIE - IEPBUYHBIE AMUHBI: METUIIAMUH U 3TUJIAMUH WUJIM CMECh ITHUX PEareHTOB.

Bb160p 3THX BOCCTAHOBUTEIEN B AKUIKOM COCTOSIHUM OOYCIIOBJIEH X CIIOCOOHOCTBIO K
AKTMBHOMY BHEJIPEHUIO B MekcinoeBble nmpoctpaHcTBa MCIT'XM.

Jpyrue aMUHbI, TAKUE KaK JUATKUIAMUHBI, TPUATIKWIAMUHBI, IPOMUJIAMUHBI U OoJiee
CJI0’KHbIE MOHOQJIKUJIAMMHBI, AMAMUHBI U T.1. He BHeapsAtoTcsa B UCI'XM.

JIMMTeTbHOCTD BBIAEPKKH B CPEJIe KUIKOTO AaMUHHOT'O BOCCTAHOBUTEIS TOJ’KHA OBIThH
JIOCTATOYHOM JIJIs1 BHEJIPEHUSI BOCCTAHOBUTEISI MEXTY CIIOSIMU rpaduta U oOpa3oBaHUS
coeauHenuss MCI'XM ¢ BoccTaHOBUTENIEM, YTO MPUBOIUT K YBEJIMUEHUIO MEKILNIOCKOCTHOTO
PACCTOSIHUS B COEAMHEHUM (B IPUMEPAX PEAIM3ALMU TAKOE PACCTOSHUE YBEIMUMBAIOCH C
9,40 A no 16,7- 17,2 A). JITMTENBbHOCTD MPOLECCa BBIACPKKHU B CPEJIC )KUIKOTO AMUHHOTO
BOCCTAHOBUTEJIS, IJIABHBIM 00Pa30M, 3aBUCUT OT MACChl pEareHTOB U BPEMSI BBIACPIKKHU B
Cpeae )KUJIKOTO aMUHHOTO BOCCTAHOBUTEIISI PACCUMTHIBAETCS C yUETOM 3TOTO.

B kauectBe xaopuaoB MetaiioB B UT'CXM MoOryT OBITH UCIIOJIB30BAHBI XJTOPUIBI
CJIEIYIOIIMX METAJIJIOB: JKejle3a, KoOaabTa, HUKENS U Me/U, a TAKXKEe CMECH XJIOPUIOB ITHUX
MetasioB. [penbicropus nonyuenuss MCI'XM He BaxHa - JaHHBIA peareHT MOXKET OBbITh
MPUOOPETEH HA PBIHKE PEareHTOB, JIMOO MOIYUYEH CAMOCTOSTENIBHO OJTHUM U3 U3BECTHBIX
METO/IOB, TAKUX, HATIPUMED, KaK XUIKO(DA3ZHBINA WM TPAJUEHTHBIN (CM. IIPUMEPHI
OCYIIIECTBJICHUSI U300 PETEHHS).

Craaus (b). ITocne mpoBeaeHuUs BBIACP)KKU B KUIKOM BOCCTAHOBUTEJIE U3JTUIIIKM AMUHHOTO
BOCCTAHOBHUTEJNS yIAISIIOT UCIAPEHUEM ITPU KOMHAaTHOM TeMiiepatype (20-22°C) ¢ uenbro
MOJTy4eHHs MeHOTpauTa C MEHBIIIEH HACBIITHOM IJIOTHOCTHIO. JlaHHas oniepalysi TO3BOJISET
OCYIIECTBUTD ONTUMAJTBHBIN PACXO] SHEPTUH ITPU TEPMUIECKON 00pabOTKe: IHEPTHUs OyAeT
Pacxo/10BaThCs TOJBKO HA TEPMUUYECKOE PACIIIMPEHUE, & HE HA UCTIAPEHUE U30bITKA AMUHHOTO
BOCCTAHOBUTEJIS, YTO B KOHEUHOM CYETE IMO3BOJIUT MOJYUUTh MEHOTpadUT C MEHbIIIEH
HACBIITHOW IJIOTHOCTBIO.
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Cranus (B). [Topomox MCI'XM ¢ BocCTaHOBUTEIIEM JI03UPOBAHO MOAAETCS B PEAKTOP
BCIICHUBAHUS, TJIE ITPOUCXOJIUT €T0 TEPMUYECKOE pa3IOKEHUE B HEMTpaIbHOM aTMocdepe, B
KauyecTBE KOTOPOM, HAIIpUMepP, MOTYT OBITh UCIIOIb30BAH A30T WK apTOH.

Temnepatypa Tepmuueckon 00padboTku MoxeT BapbupoBaThes oT 700 1o 1100°C, ogHako
Hwke 700°C peakiusi BOCCTAHOBJIEHUS TPOXOAUT HE MOJIHOCTHIO, a BhIme 1100°C (s meau
U ee cruiaBoB gaxe npu temieparype 1080°C) mporucXxoauT CIIaBICHUE MEJIKUX YACTHII
MeTaJjlia, ONTUMAIbHOM TeMIepaTypoii sBisercs Temiepatypa 800-900°C.

B yactHBIX BoITOIIEHUSIX N300 peTeHus repen rnoaadeit mopoiika MCI'XM B peakTop
BCIEHUBAHUS, 3TOT MOPOLIOK MOKHO KOMITAKTUPOBATh.

[Tocne nmpoBeeHNs] KOMITAKTUPOBAHUS IIYTEM IIPECCOBAHUS MOJIYYAIOT YIJIOTHEHHBIE
3arOTOBKHU. 3aTOTOBKHU MOTYT OBITh MOJTyU€HBI B JTI000M (hopMe, B YaCTHOCTH, B popme
TaOJIETOK.

Bpems Tepmudeckoit 00pabOTKHU TOKHO OBITh IOCTATOUYHBIM, JJIS TOT'O, YTOOBI ITPOIILIO
KaK BCIICHUBaHUE TpauTa, TaK U peaKiusi BOCCTAHOBIIeHUsT MeTalllioB. HepTHAst aTMocdepa
HYXHa JIJIsI IPEAOTBPAILECHUS] OKUCIIEHUS YaCTHULl METaJlIa.

B pesynbTate nomydanu neHorpaguT, MpeacTaBiIsomui coOO0M YaCTHIIBI
TePMOPACIHIUPEHHOTO TpaduTa, MOKPHITHIE METKOIUCTIEPCHBIMHU YACTUIIAMU HAHOCUMBIX
METAJIJIOB WM CILJIABOB 3TUX METAJIJIOB, IIPY 3TOM pa3Mep yactul cocrasiser oT 0,01 mo 3
MKM B AuaMeTtpe. JJaHHbBIN pa3mep yacTul 0OecrieunBaeT UX MPOYHYIO CBSI3b C YACTUL[AMMU
TEPMUYECKOT'0 PACHIMPEHHOTO rpaduTa, a TAK)KE BBICOKHUE IKCILTyaTallMOHHbIE
XapaKTEePUCTUKHU TIeHOTpauTa 3a CUET pa3BUTOMN YACIIHHON MOBEPXHOCTH.

Yactb MENKOIUCTIEPCHBIX YACTUL] MOKET ObITh O0BEAMHEHA B arJIOMEPATHI PA3MEPOM OT
3 10 20 MKM (I1OJ arJIOMEpATOM B XMMUHU [TIOHUMAETCA COBOKYITHOCTh YACTHII, IPOYHO
yIEPKUBAEMBIX MEX]1y COOOM), TAK)KE PABHOMEPHO PACIIPEACIIEHHbIE IO YaCTULIAM
TepMOpaCIIMPEeHHOro rpaduTa (cM. dur. 1).

N300peTeHre UmocTpupyeTcst CaeayoIMUMUA TPUMEPAMH.

ITpumep 1.

B crexnsiHHyI0 amnyiy moMmernany 16,25 r 6e3B0IHOTO XJIOpUAA Keje3a U 7,2 T mopouka
npupoaHoro rpadura ¢ pazmepoM yactuil 315/250 MKM, aMITyJ1y 3aMOJIHSUIH XJIOPOM U
3aI1aMBaJI C TOMOUIBIO FOPETKU. AMITYJTy TOMEIIAIN B TPYOUATYIO JIEKTPUUYECKYIO MEeYb C
temnepatypoi 320°C, 1 Belaep>kMBaM 24 yaca. 3aTeM aMITyJly BBIHUMAJIU U3 [EYU, OXJIAXK AN
Y BCKPBIBAJIU.

[Tonyunnu coenunenue nepsoni crynenu cocraBa CgFeCls B kommuectse 23,35 rpaMMOB.

[TonydyenHoe coeTMHEHUE MOMENIAIA B OOJIBIITYIO TPOOUPKY U oXJaxaanu 1o -60°C, 3atem
3aJIMBaJIM 15 rpaMMaMu )KUIKOTO aMMHAKa U BbIIEPKUBaIU 40 MUHYT IPU 3TOM TeMIlepaTtype.
3aTteM u30bITOK amMmuaka ucnapsuid. [lomyunnu 33,55 r agaykra cocraBa CgFeCl;06NHj5.

[Tonmyuennyto TBepAyIo (ha3y MoABepraiu pe3KkoMy HarpeBy B 3JIEKTPUUECKOI ITeUH B Cperie
azora npu temneparype 900°C ¢ BbIIEpKKOM ITpY ITON TEMIIEPATYpPe 2 MUHYTBI IS
TEPMUYECKOT'0 PACHIMPEHUS] YaCTUL] UHTEpKAIMPOBaHHOTO Trpadura. Macca, mojiydeHHOTO
MPOAYKTA, MPEACTABIISIONIEr0 COOO0M YACTHIBI TEPMUUECKH PACIIMPEHHOTO TpaduTa C
HAHECEHHBIMM Ha €r0 MOBEPXHOCTh YACTUIIAMMU Kene3a, coctaBuia 12,5 1 (97,6% ot
TEOPETUUECKOT'O BBIXOA).

Conepxxanue metaiuia B [1IN onpenensuim metogoM rpaBumetpun: u3 I[I" mpeccoBanuch
TabyeTku Maccol mopsiaka 0,5 T v MOMEIIAIUCh B aJTyHIOBBIN TUT'eJTh, KOTOPBIN BBIIEP)KUBAIIU
B MydenbHoM nieun Ha Bo3ayxe pu 900°C B TedeHre 3 4acoB J0 MOTHOTO BHITOPAHUS
YIJIEPOJIA, 3aTEM OIIPEIEIISIIM MACCYy HECTOPAEMOTO OCTAaTKa (OKCUIA METAJIIA), ONPENEIISIIn
c momoIibio PDA ero cocras 1 3aTeM I10 MOTyUYEHHBIM JAHHBIM PACCUUTHIBAIIN CO/IEPKAHUE
Merasia B I1I.
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Mopdoaoruio moy4eHHbIX 00Pa3IoB U UX AJIEMEHTHBIN COCTaB UCCIIEI0BAIM METO0M
CKaHUPYIOIIEH 3MeKTpoHHOM MUKpockoiu (COM) (cm. dur. 1). Ha COM-uzobpaxeHun
BUJTHO, UTO Ha YePBEOOPA3HBIX YACTULAX PACIIMPEHHOTO IpaduTa paBHOMEPHO paCIIPE/IeIEHbI
YaCTHUIbl METAJIJIA: TEMHBIE YUACTKH HA U300PaKEHUU COOTBETCTBYIOT 0OJIE€ JIETKOMY
BEILECTBY - I'pauUTy, a CBETIIbIE TKEIOMY - JKeJe3y (IIpaBo yacTu (ur. 1 COOTBETCTBYET
0oJj1ee KOHTpACTHOE u300pakeHue). Pazmep wactuil xxene3a Haxoaurtces B mpeaenax ot 0,01
J10 3 MKM.

Coneprkanue xernesa B reHorpagure coctaBuiio 42,4 Bec.%. HacpinmHas miioTHOCTh
neHorpagura coctaBisuia oT 5 10 6 /1. CopOuuoHHast eMKOCTh O HE(PTH ITOJTYIEHHOTO
neHorpaduTta cocraisieT 10 20 r Ha 1 1. COpOUMOHHYIO0 EMKOCTh B 3TOM U BCEX MTOCIIEAYIOLINX
MpUMepax OMpeeIsIv CIEAYIOUMM 00pa3oM: MPeccoBaIM TabIETKHU U3 IeHorpadura
I0THOCTHIO 20 /71 (IuameTp TabaeTku 20 MM, ee BbicoTa 4 MM, Mmacca 0,026 1), momMeniaiaum
UX Ha MMOBEPXHOCTHh HE(PTH, BHIIEPKUBAIIA 15 MUHYT, HACBIIIICHHbIE HE(DTHIO TAOIETKU
B3BEIIMBAJIH, OTIPEIEIISUTN MprUBec HepTH B pacyere Ha | T meHorpadwuTa.

ITpumep 2.

B cooTBercTBUMM € ycioBusiMu U3 npumepa 1 Obu1o nosmyyeHo 33,55 r aanykra cocraBa
CgFeCls-6NH5. 3atem aanyKT noa gaBjieHueM S5 atMocep ObLIT CIPECCOBAH B TA0JIETKU

JIMaMeTpoM 8 MM U BbIcOTOM 8§ MM BecoMm 110 0,4 T (Bcero 84 tabnetku). TepmoobpadoTKy
MIPOBOJIWIIM, BOpAchIBasi TAOJIETKM B TOPSAUYIO 30HY C BBIAECPKKOM 2 MUHYTHIL. [1omyunnu
BbIXOA nieHorpagwuTa 12,7 1 (99,2% OT TeOpEeTUUECKOTO BBIXO/IA), TOJIS JKele3a B ieHorpaduTe
43,3%. HacplniHas INIOTHOCTH 6,5 1/11. CopOIMoHHAas eMKOCTh TTO He(DTH MOITYyUYEHHOTO
neHorpadura coctaBuia 10 20 r Ha 1 r. Takum oOpazom, TepMooOpadOTKa aJIyKTa B BUE
TabJIETOK HEMHOTI'O ITOBBIIIAET BBIXO/ IEHOrpaduTa U CoAepKaHue MeTajllla B HEM, HO
HEMHOTO YBEJIMYMBAET HACBIITHYIO IUIOTHOCTD MeHOTrpaduTa.

[Tpumep 3.

B cooTBeTcTBUM C YCIOBUSIMHU U3 ITpuMepa | MoJIydany COeIMHEHNUE TPEThER CTYIIEHU
cocraBa CygFeCls. [Iy1s1 3TOTO B CTEKJISIHHYIO aMITyJly momernanu 16,25 r 6e3BoIHOro XJiopuaa

xernesa u 21,6 T mopoIka mpupoIHOTo rpadura ¢ pazmMepoM vactwil 315/250 MkM, IOy dum
coenunenue CgFeCl; B komuuectse 37,85 rpaMMOB.

[TonmyueHHOE COeIMHEHUE TOMEIAIM B OOJIBIILYIO TPOOUPKY M oxJtakaaiu 10 -20°C, 3aTem
3a;MBaiy 25 rpaMmamu xuakoro Metuiiamuaa (CH3NH,) v BeiaepkuBanu 30 MUHYT IIpy

3TOM Temneparype. 3aTeM U30bITOK MeTUIaMHuHa ucriapsiii. [loxyuunm 55,25 r agoykra
coctaBa C;gFeCl;-6CH;NH,. ITonyueHnHyo TBepayto a3y noaBepraiv pe3KkoMy HarpeBy B

3JIEKTPUYECKON IIeuu B cpezie azora rpu temiieparype 1000°C a1 TepMUUYECKOT O pACILIMPEHUS
YaCTUIl MHTEpKAJIMpOoBaHHOTO Tpaduta. [TonmydenHsiit B koiuuectse 27,0 T (Bbixoa1 99,3% oT
TEOPETHUYECKOTO) TPOTYKT MPEACTABIISII COOOM YACTHUIII TEPMUUECKU PACIIMPEHHOTO rpaduTa
C HAHECEHHBIMM Ha €ro IMOBEPXHOCTh YACTULIAMU XKeje3a ¢ coaepkanueM xeiesa 20 Bec.% u
KapOuma xkesesa, CoaepKaIlerocs B MpUMeCHBIX (He Ooitee 3% OT BCero xele3a) KOJIMYecTBax.
Hacpimuas mnoTHOCTh neHorpaduTa coctabisuia oT 3 10 4 /1. CopOuuoHHasi eMKOCTb J10
29 r He(ptv Ha 1 T meHOTpadwuTa.

[Tpumep 4.

B cooTBeTcTBUM € yCIIOBUSMM U3 TpuMepa | Mosydyaad COeIMHEHUE YETBEPTON CTYIIEHU
cocraBa CyyFeCls. 1151 3TOTO B CTEKIISIHHYIO aMITyJly momernaiu 16,25 r 6e3BoIHOro xjiopuaa

xKeresa v 28,8 T TopolKa MpUpoIHOTO rpaduTta ¢ pazMmepoM vactuil 315/250 MM, IOy dum
coeaunenue C,4FeCl; B konuuecTse 45,05 rpaMMoB.

ITonyuyenHoe coeMHeHHe TTOMEIaIu B O0IbIITyI0 TPpoOUpKY U oxitaxaanu a0 0°C, 3aTeM
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3ajMBaiy 25 rpaMmamu xxuakoro srunamuza (CoHsNH,) u Beinepxkuaiu 30 MUHYT IIpU

3TOM TeMIlepaType. 3aTeM U30BITOK dTHIIaMuHa ucnapsitd. [Tomyunmm 63,05 r agykTa coctaBa
C,4FeCl;04C,HsNH,. [Tonyuennyto TBepayro a3y moasepraiv pe3KkoMy HarpeBy B

JIEKTPUYECKOM IIEUH B cpefie aproHa npu remnepatype 700°C 11 TEpMUYECKOTO PACILIMPEHUS
YaCTUIl MHTEPKAJIMPOBAHHOTO TpaduTa. B pesynbraTe Ob110 NOTyueHO 34 rpamma (BbIXO]
98,8% OT TEOPETUUECKOTO) KeJle30CoIepXKaIlero neHorpadura, 1os xemnesa 15,3 Bec.%
(monsa kapOupa xene3a Fe;C He 6oree 5 % OT Beca BCEro xkesesa).

HacpimHas miioTHOCTB neHorpadura cocrasisiia oT 7 10 8 r/1. CopOuuoHHas EMKOCTh
no HedTu coctaisier 30 T Ha 1 T meHorpadwuTa.

ITpumep 5.

B cootBeTcTBUM € yCcIIOBUSIMU U3 TpuMepa | mosydyanu COeIMHEHUE BTOPO CTYIIEHU
cocraBa Cy,FeCl3. [Iy1s1 3TOTO B CTEKISIHHYIO aMITyJly momernaiuy 16,25 r 6e3BoIHOTro xjiopuaa

xernesa v 14,4 r mopolka mpupoIHOTro rpadura ¢ pazmepoM vactui 315/250 MM, oIy dum
coenunenue C,FeCl; B konmuuectBe 30,65 rpamMoB. CHHTE3UPOBAHHOE COeIMHEHUE TpaduTa

BTOpO¥ CTyneHu oxJiaauiu 10 -40°C, 3aTeM 3anuBajiu oxjiaxaeHHo 10 -40°C cmeckio 20 T
aMMMaKa, MeTUJIaMHHA U 3TUJIIaMHHA (B MOJIBHOM COOTHOIIIEHUH 1:1:1) U BbIIIEpKATIA S MUHYT,
3aTeM U30BITOK aMMHMaKa U aMUHOB uctiapuiu. [Tomyuunm 46,85 r mpoiykTa coctaBa
CoFeCl3-2NH;3-2CH3NH,-1,67C,HsNH,. [TonyueHHyto Maccy cripeccoBaiv B 46 TabIETOK

nuaMeTpoM 8 MM U BeicoToM 10 MM. TabeTku moaBepriiv TepMoo0paboTKe MpU TEMITEpaType
1100°C, momyumiu 19,8 T xene3ocoaeprxkaiiero neHorpadura (99% oT TEOPETHIECKOTO).
JHons xxene3a Oblna 27,3 Bec.%. Jlomns xenesa u3 kapbuaa sxenesa Oblia He 6oiee 5 Bec. %.
HachimHas mnoTHOCTB neHorpaduTa coctaBisuia oT 6 1o 7 1/i1. CopOuuoHHasi eMKOCTh 110
He(THu cocraBnsieT 70 28 T Ha 1 r meHorpadura.

[Tpumep 6.

CunTesupoBaHHOe paHee coenunenne Bropoi crynenu Cy1CoCly | B KonuuecTse 26,14 ©
TOMeIajiy B OOJIBIIYI0 TPOOUPKY U oxiaxaanu 1o -40°C, 3atem 3amBanu 10 rpammamMu
xuakoro ammuaka (NHz) u BeiaepkuBasiv 30 MUHYT TP 3TOM TeMIiepaType. 3aTeM u30bITOK

ammuaka ucriapsiid. Iomyunnu 29,44 v agnykra cocraBa Ci1CoCl, j2NH3. [Tonyyennyro

TBepAyIo (ha3y rnoasepraim pe3KoMy HarpeBy B JIEKTPUUECKOM I1€YM B CpeJie a30Ta MpU
temnepatype 800°C a1t TEpMHUUECKOTO PACIIMPEHUS] YaCTUIl MHTEPKAIMPOBAHHOTO rpaduTa.
B pesynbTate 6b110 MosryueHo 18,8 rpaMMoB (BBIXOJ 98,9% OT TEOPETUYECKOTO)
KobabTOCoIepkalero neHorpadura. Jlons kodamsTa cocraBuna 29,8 Bec.%. Haceimuas
MJIOTHOCTH MEeHOorpaduTa cocTaBisia OT 5 10 6 T/11, COpOIMOHHAS eMKOCTh 110 25 T HepTH
Ha | r neHorpagura .

ITpumep 7.

CunTtesupoBanHoe panee coenunenue Bropoi crynenu Cy1NiCl, | B konuuecTse 26,04 T

IIOMELIANU B GOIBIIYIO TPOOMPKY M oxJaxaanu 1o -35°C, 3arem 3amuBami 10 rpamMamu
xunkoro ammuaka (NHz) u BeraepkuBaiu 10 MUHYT IpH 3TOM TeMniepaType. 3aTeM u30bITOK

ammuaka ucrniapsuid. ITomyunnu 29,54 r agnykra cocraBa Cy NiCl, 1-2NHj3. TTony4yennyro

TBepAyIo (pa3y moasepraiau pe3KoMy HarpeBy B JIEKTPUUECKOM MEYH B CpeJie a30Ta MpHU
temriepatype 700°C ¢ BBIAEPKKOM 5 MUHYT JIJIs1 TEPMUUYECKOT'O PACIIMPEHUST YACTHI]
MHTEpPKaJIMPOBAHHOTO Ipadura. B pesynbrate Obut0 noaydexo 18,8 rpammoB (Bbixo1 98,95%
OT TEOPETUIECKOT0) HUKEITbCOAepKatero neHorpadura. Jlons Hukens cocrasuna 29,8 Bec.%.
Hacpimuas mnoTHOCTh neHorpaduTa coctapisuia oT 5 10 6 /1. CopOumoHHasi eMKOCTh
MMOJTyYeHHOT O TleHoTrpaduTa cocraBiser 27 rHa 1 T.
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ITpumep 8.

CunTte3upoBaHHOE paHee coeaquHeHue BTopoii crynenu CiyCuCl, B konnuecTtse 25,5 T
MOMeEIaJii B OOJIBIIYI0 TPOOUPKY U oxaxaanu 1o -35°C, 3atem 3aymBanu 10 rpammamu
xuakoro ammuaka (NHz) u BeiaepkuBaiiu 10 MUHYT IIpU 3TOM TemniepaType. 3aTeM u30bITOK

ammuaka ucnapsuid. [Tomyuunm 28,9 r agaykra coctaBa CyyCuCl,e2NHj5. [Tonyuennyto

TBepAyIo (pa3y nmoasepraiau pe3KoMy HarpeBy B JIEKTPUUECKOM I1€YM B CPeJIe a30Ta MpU
temnepatype 700°C a1 TEpMHUUECKOTO PACHIMPEHHS] YaCTUIl MHTEPKAIMPOBAHHOT O rpaduTa.
B pesynbTate Obu10 nostyyeHo 18,2 rpammoB (BbIxoa 98,9% OT TeOpETUUECKOT0)
Meabcoaepikaliero neHorpadura. Jloas Mmeau B meHorpadure paBHsiack 34,1 Bec.%.
Hacpimaas ototHOCTH NTeHOTpaduTa coctanisuia ot 5 10 6 /1. CopOunoHHast EMKOCTD 10
He(TH NMOJTyYEeHHOTO NeHorpaduTa cocTanisier 26 r Ha 1 T.

ITpumep 9.

Cwmemanu 8,13 r 6e3BogHOr0 Tpuxiopuaa xeinesa FeCls u 7,45 r 6e3BogHOTO quXIopuaa
KoOasnpTa ¥ TepM0o0OpadbOoTaIu B TPyOUaTOM IIEUM B 3alIassHHOM MIUPEKCOBOMN OJTHOCEKLIMOHHOM
aMIyJjie ¢ JUIMHHBIM KOHUMKOM 00BbemMoM 100 ky6.cm mipu 450°C B Teuenue 1 yaca st
TOMOTEHHOTO CIuIaBjieHust XopuaoB (mosyumicst cocraB FeCl3(CoCly) 5), 3aTeM amityiny

OXJIAJIUIIU, BCKPBLJIM OTTSIHYTHIA KOHUYMK aMITyJIbl, 3aChITIaJIM Yepe3 Hero 14,4 © MpupoITHOTO
rpadura yrctotoit 99,9% 3epHuctocthio 315/200 MKM, 3aTeM Yepe3 TOHKUI XJIOPBUHUIIOBBIM
LIJTAHT TUAMETPOM 5/3 MM 3aIIOJTHUIM CTOSIIIYIO BEPTUKAIIBHO aMITYJIy XJIOPOM, BBITECHSS
TSIKEIIBIM XJIOPOM JIETKMI BOo31yX. [Tociie 3Toro aMmmyiy 3arnauBaiu U BeLAEPKUBAIN 24 yaca
B TpyOuaToli reuu B 0e3rpaJIMEHTHON Mo TeMiiepaType 30He npu 420°C, 3aTeM aMiyiy
BBIHUMAJIU U3 TI€YH, OXJIAXK/IAJIW U BCKpbIBaIU. V3BIIEeKIM U3 amnysibl 29,98 T
nopoukoobpasnoro MCI'’XM cocrasa Cy,(FeCly)g 5(CoCly)g 57, KOTOPBIH 06paboTanu mpu

-40°C 10 rpamMMaMu XKUJIKOTO aMMUaKa B Te4eHue 1 yaca, 3aTeM n30bITOK aMMHaKa UCTIAPUITU
IpY KOMHATHOH Temmnepatype, moiy4aui 37,03 r agnykra cocraBa Cjr(FeClz)g s

(COC12)0,57'4, 15NH3.

[Tomyuennyto TBepAyIo (ha3y MoABEpraid pe3KOMY HarpeBY B 3JICKTPHUUECKOM ITEUH B CperIe
azorta npu temneparype 900°C ¢ BbLIEPKKON 3 MUHYTBI 111 TEPMUYECKOT'O PACLIMPEHUS
YaCTHI MHTEPKAJIMPOBAHHOTO Tpadura. Macca, moay4eHHOTO TPOIYyKTa, PEICTABIISIIONIETO
000 YaCTUIBI TEPMUUECKU PACIIUPEHHOTO rpauTa ¢ HAHECEHHBIMHU Ha €r0 MOBEPXHOCTh
YacTULAMU CILIaBa jkKejie3a U KoOasapTa (110 TaHHBIM PEHTI€HO(A30BOr0 aHAIM3A) C
npuMepHbIM cocTaBoM CipFeq sCoy 57, coctasuia 20,0 T (99,26% OT TeOPETHYECKOT O BBIXO/IA).

Coneprxanue MeTaJioB B oopasue cocrasiset 28,0%. HaceimHas miioTHOCTh eHorpadura
5-6 /1. CopOuroOHHast eMKOCTb 110 HEPTH MMOJTYYEHHOTO NEHOTpaduTa COCTaBISIET 10 27 T
Halr.

ITpumep 10.

Vci1oBYs TOJIy4eHUsI COOTBETCTBYIOT OIMCAHHBIM B IIPUMEPE 9 ¢ TOM JIMIIBb PA3HULIEH, UTO
UCIIOJIb30BAJIM CMECh TPeX 0e3BOIHbIX XJ10puaoB 3,25 1 FeCls, 5,96 r CoCl, u 5,92 1 NiCl,.

ITocne (ananornuno npumepy 9) mpoBeeHHOro cuHTe3a nojyunu 29,53 r UI'CXM
BTOpOi#i cTynenu cocraBa Cyo(FeCl3)g 2(CoCly)g 46(NiClp)g 46. ITO BelecTBO 06paboTamm

nipu -40°C 10 rpaMMaMu KHJIKOTO aMMHUaKa B TEYeHUHM | yaca, Iociie ucrapeHus n30bITKa
aMMMaKa IIp¥ KOMHATHOM TeMIiepaType nosy4uiu 34,685 r coenunenus cocraBa Cio(FeClz)g o

(COC12)0,46(NiC12)0’4603,03NH3.

[Tomyuennyto TBepAyIO (ha3y MoABEPraid Pe3KOMY HarpEBY B 3JICKTPUUECKOM ITEUYH B CperIe
azoTa npu Temrnepatype 900°C 1si TepMUYECKOTO PACIIMPEHUS YACTHUL UHTEPKATTUPOBAHHOTO
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rpacuta. Macca, oJlydeHHOIr0 MPOYKTa, IPEICTABIISIIOIIET0 COOON YaCTULBI TEPMUYECKU
pacHmMpeHHOro rpadura ¢ HAHECEHHBIMU HA €0 TTOBEPXHOCTh YaCTUIIAMHU CILTABA JKele3a,
KoOasbTa ¥ HUKENS (10 JAHHBIM PEHTIeHO(a30BOr0 aHAJIN3a) C IPUMEPHBIM COCTABOM
Fep 2Cog 46Nig 46, cocTaBuina 20,68 1 (99,04% ot teopeTndeckoro Beixoaa). Conepranue

MeTaJuI0B B obpasie coctaBuiio 30,4%. HaceimHas I0THOCTH MOTy4YE€HHOTO MeHoTrpaduTa
5-5,5 r/n. CopOumoHHast EMKOCTb IO HE(PTH MOTYyUYeHHOTO eHOrpaduTa COCTaBIsET 10 27 T
Ha lT.

ITpumep 11.

VcnoBus NonyyeHrst COOTBETCTBYIOT OITMCAHHBIM B IIPUMEPE 9 C TOW JIUIIb PA3HULEH, YTO
UCIOJIb30BAJIM CMECh YEeThIpeX 0e3BOAHBIX XJI0pua0B 3,25 r FeCls, 4,47 r CoCl,, 4,44 r NiCl,

u 3,24 r CuCl, (Bcero 15,4 1).

ITocne (ananoruuHo npumepy 9) mpoBeaeHHOro cuHTe3a nostyuwiv 29,8 r UI'CXM Bropoii
crynenu cocraBa Cj,(FeClz)g 2(CoCly)g 34(NiCly)g 34(CuCly)g 24. ITO BewmecTBO 06padoTanm

nipu -40°C 10 rpaMMaMu KUIKOTO aMMHaKa B TeUeHUM 1 yaca, rmociie ucnapeHust u30bITka
amMMHaKa Ipyu KOMHATHOH Temriepatype noiyunin 35,0r coeaunenus cocraBa Cyo(FeClz)g »

(COClz)(),34(NiC12)0’34(CUC12)0’24' 3 ,O6NH3 .

[Tonmyuennyto TBepAyIo (ha3y MoABepraiu pe3KoOMy HarpeBy B 3JIEKTPUUECKOI ITeUH B Cpejie
azora rpu remriepatype 900°C 11 TEpMAYECKOTO PACIIUPEHUS YACTUL UHTEPKAITMPOBAHHOTO
rpadura. Macca, MoJIydeHHOTO MPOYKTa, MPEICTABISIONIETO COOOM YaCTUIBI TEPMUUYECKU
pacmMpeHHoro rpaduTa ¢ HAHECEHHBIMU Ha €ro MOBEPXHOCTH YaCTHIIAMM CITJIaBa XKele3a,
KOOAJIbT, HUKEJS U MeH (110 JaHHBIM PEHTI€HO(a30BOr0 aHAJIM3a) C TPUMEPHBIM COCTABOM
Feg 2Cog 34Nig 34Cuq 24, cocTaBuina 20,8 T (98,25% ot TeopeTryeckoro Bbixoza). Comepranue

MeTaJuI0B B obpasie coctaBuiio 30,3%. HaceimHas I0THOCTH MOTy4YE€HHOTO MTeHoTrpaduTa
5,5-7,0 t/n. CopOumoHHast eMKOCTH 1O HE(TH MOTYYSHHOTO TIeHorpadura coctasiseT ot 20
nmo30rnalr.

Kaxk crnenyer U3 npeacTaBieHHOTO ONMUCAHMS, & TAK)KE JAHHBIX TAOIULBI 1, 3asIBIIEHHOE
n300peTeHre MO3BOJISIET MOIYYUTh IEHOTPA(UT C JOCTATOUYHO BBICOKUM COJIEPKAHUEM KaK
MEJIKO/IUCIIEPCHBIX YMCTBIX METAJUIOB, TAK U UX CIJIABOB I10 IPOCTON TEXHOJIOTUH, HE
TpeOyIOIIEH CII0KHOTO alMapaTypHOTO COMMPOBOXKACHUS: pa3Mep YaCTHUIl METAJIJIOB BO BCEX
npumepax uzooperenus Bapbuponaics ot 0,01 1o 3 MkM, coiepkaHUe METAJLIIA COCTABIISIIIO
oT 15 10 43 BeCOBBIX MPOLEHTOB, HACHIITHAS TIOTHOCTH MeHorpadura - ot 3 10 7 r/71, a

IJIOMIAAb yAeJIbHOM TOBEPXHOCTH NeHOrpaduTa coctapisia ot 30 mo 40 M.

[Tomy4yeHHBIN B COOTBETCTBUH C W300peTeHreM TieHOTpaduT, MOIUPUIMPOBAHHBIN
MeTaJjlJlaMu TpHaJIbl XKeje3a XOPpOoIIlo MoKa3all ce0s B KauecTBe cOpOeHTa IS yaaIeHuUs
pa3MBOB He(PTH, a TAKKE, MOKET OBITh UCITOJIL30BaH B KAUECTBE KATAIM3aTOPA TS PEaKI|H
®durepa-Tporina mpy MOJyYeHUH KUIKUX YTIIEBOAOPOIOB.

CopO1MoHHAas1 eMKOCTH MOJIy4eHHOT0 neHorpagura cocrasisiia oT 20 g0 30 T
HeTenpoaykToB Ha 1 r meHorpadura.

[Tenorpadut, MOoAUPUIMPOBAHHBINA METKOAUCIIEPCHBIMU YACTUIIAMH MEJIU MOXKET ObITh
MCIIOJIb30BaH B MTPOU3BOJICTBE KOHTAKTHBIX BCTABOK, JJIEKTPUUECKUX IIETOK U T. TI. U3/ICIIUM,
B KOTOPBIX TpeOyeTcs BRICOKAS 3JIEKTPOMPOBOTHOCTb.

[TernorpaduTsl, MOTUGUIMPOBAHHBIC METKOIMCIICPCHBIMU YACTHUIIAMHU CIIJIABOB METAJIIOB,
MOTYT HalTH TPUMEHEHHUE B 00JIACTSIX, ONMMMCAHHBIX BHIIIE, HO B MIEPBYIO OYepeab KaK
KaTaJM3aTOPhl B PA3JIMYHBIX XUMHUYECKUX ITPOLECCAX.

Tabmuna 1
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i _ | Copbum-
Nernpume-| UCI'XM/Ne cty-|Boccrano-| Peakuust ipu Beigepkke B | Peakuys BocCTaHOBIEHUS IIPU TEPMUUECKOMN gdg-f;z}éiﬂb OHHas
pa TICHHU BUTECIIb JKUIKOM BOCCTAHOBUTEIIC o6pa60TKe €MKOCTh
I, r/n
I, r/v
C6F6C13 + 6NH3= C6F6C13.6NH3 =6C+Fe+5 NH3 + 3HCI +
CgFeCly/1 NH .
I 6retls 3 CeFeClye6NH; 0.5N, 56 20
CgFeCl; + 6NH;= CgFeCl;06NH; = 6C + Fe + 5NH; + 3HCI +
2. CgFeCly/1 NH; CoFeClyo6NH, 05N, 6-7 20
ClgFCClg + 6CH3NH2 = C18F6C13.6CH3NH2 =18C + Fe (c IIPUMECHIO
CgFeCly/3 | CH3;NH : -
3. 18etls N2 € FeClyo6CHINH,  |FesC) +3HCI 40,75N, +4,5CHsNH+ 0.75C,Hy| > 29
CouFeClx 4 6CoH<NH, = Cy4FeCl304C,HsNH; = 24C + Fe (c mpumecbo
4. CosFeCly/d | CuHsNH, | 24537 V%205 727 | FeyC) + 2,5C,HsNH, + 3HC 1+ 0,75N, + 7.8 30
C24FCC13.6C2H5NH2
0,75C4H ;o
CoFeCly + 6NH; = C,FeCl;66NH;=12C + Fe + 5NH; + 3HCI +
C|oFeCl3./2 NH ’ : .
> 12°etl 3 C,,FeCl3e6NH; 0,5N, 6-7 28
Cl 1COC12 1+ ZNH",' = C11COC12 102NH3= 11C+Co+1,3 NH3 + 2,1HC1
C11CoCly 1/2 NH . : g -
6. 1neoth 3 C11CoCly ;#2NH; +0,35N, 36 %
. Cl 1COC12 1+ ZNHg: Cl INICIZ IOZNH’; =11C+Ni+ 1,3NH’; + 2,1HC1
C,NiCl, (/2 NH ' : : : 3 -
7. N 3 C1CoCly ;#2NH; +0,35N, 6 2
C1oCuCly + 2NH; = |C;oCuCl,e2NH;= 10C + Cu + 1,333NH; + 2HCI
C19CuCly/2 NH : : : -
8. 10CuEh 3 C,oCuClye2NH; +0,333N, 36 26
C12(FeCly)o5 (CoCly)g 57 +
9 C] 2(F6C13)0Y5 NH, 4{215NH; B’SClz(Feélg’)zl Cl2(FCC13)0ys(COC12)O,57.4,ISNH3: 12C + 5.6 27
: CoCly)g 57/2 : ’ - 370, Feo sC 3,27NH; + 0,44N, + 2,64HCI -
(CoCly)g 57 (CoCly)g 5704 15NH; e0,5C0g, 57+ 3+ 2+
C12(FeCl3)g2(CoCly) .
Cx(FeCl3)ga (Ni1C21 ) S OANTL = e |Cra(FeCl3)g 5(CoCly)g g (NICl)o 4643.03NH; =
10. (CoCly)g 46 NH; (FZ C()i4§ (,Co ol )3 12| 12C+Fe) ,Cog 46Nig 46 + 2,22NH3 + 2,44HCl +| 555 27
. 30,2 20,46
NiCly)o46/2 - : 041N
(NiCla)o 46 (NiCly) 4693,03NH; 2
Cy5(FeCly) C12(FeCl3)g2 (CoCly)g 34 (NiCl,)
12 3)0,2 CIZ(FCC13)0,2 (COC12)0’34 12 3)0,2 2 0,34_ 2)0,34
(COC12)0!34 NH (NlCl ) (CUC12)0’24.3,06NH3 =12C+
11. (NiC12)0734 3 (CuCl ) 20(3),?6NH Fe0’2C00’34Ni0’34Cu0’24 +2,44HCI + 0,41N2 + 56 27
(CuCly)g24/2 20,2425 3 2,25NH;

CTYIIEHEW;

(57) ®opmyna uzobpeTeHus
1. Crtoco6 u3roroBiieHust neHorpadura, MOAUQPUIMPOBAHHOTO MEITKOIUCIIEPCHBIMU
YaCTUIIAMHU METAJIJIOB WM CIJIABOB, BKITIOUAIOIIUI CIeIYIOIIUE CTaIUH:
(A) BBIACPKKY YACTUI MHTEPKAIMPOBAHHBIX COEIMHEHMI TpaduTa IO MEHbIIIEH Mepe ¢
OTHUM XJI0pHuoM Moauduiupyromero metauia (MCI'XM) o MeHsIlel Mmepe B OJTHOM
XKHUJIKOM aMUHHOM BOCCTAHOBUTEJIE, BBIOPAHHOM U3 IPYIIIBI, COAEpPIKAIIel aMMHAK,
METUJIAMHUH U 3TUJIAMUH, B TEUEHUE BPEMEHU, 00ECIIEUMBAIOLIETO BHEIPEHNUE BOCCTAHOBUTEIS
MEXy cliosiMu rpaduTa ¢ oopazoBanueM coequHeHus MCI'XM c BocctaHoButenem [-1V

(b) ynanenue uz coequnenuit MCI'XM ¢ BoccTaHOBUTENEM CO cTauu (A) U30BITKA
aMHUHHOT'O BOCCTAHOBUTEIS;
(B) repmuyeckyto 06padotky coequnenuit MCI'XM co cranuu (b) B uHepTHOM atMocdepe

ipu 700-1100°C.

2. Crioco6 mo 1. 1, B KOTOPOM BBIIEPKKY Ha cTaauu (A) MPOBOIAT MPU TEMITEpATypax,
HE TIPEBBIIIAIOIIUX TEMIIEPATyPy KUIIEHUS aMUHHOTO BOCCTAHOBUTEIS.
3. Cnoco6 mo 1. 1, B koTopoM Ha craguu (A) MCT'XM BkirouaeT o MeHbIIel Mepe OJIMH
XJIOpUI MOAU(PHUIMPYIOIIETro MeTallIa, TAe MOAUMUIMPYIONIUI MeTajlT BBIOpaH U3 TPYIIIIbI,
BKJTFOUATOIIEH TpUaIy skele3a U MeJlb.
4. Cnioco6 1o 1. 1, B koTOopoM repes ctaauett (B) 1omomHUTEIbHO TPOBOAST
koMnaktupoBanue coeauuenurt MCI'XM, nonydyennsix Ha ctaguu (Bb).
5. Cnioco0 o 1. 4, B KOTOPOM KOMITAKTUPOBAHUE OCYIIIECTBIISIOT IyTEM MMPECCOBAHMUSI.

Crp.:
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6. [lenorpacur, MoaUpUIMPOBAHHBINA MEIKOUCIIEPCHBIMU YaCTUIIAMM METAJIJIOB WU
CILJIABOB, KOTOPBIN MOJIYyUYeH B COOTBETCTBUM C JIIOOBIM U3 MII. 1-5 U MpeCTaBIIsIeT COOOM
YaCTUIIBI TEPMOPACIIIMPEHHOT 0 TpaduTa C pPABHOMEPHO pacCIpeAeSIEHHBIMU IO MX TTOBEPXHOCTH
MEJIKOAUCIIEPCHBIMU YaCTULAMU 10 MEHBIIIEH MEPE OJTHOTO METAJIJIA UIIH CIJIABA C PA3MEPOM
oT 0,01 1o 3 MKM.

7. Ilenorpadur mo 1. 6, B KOTOPOM B KaueCTBE MEIKOIUCIIEPCHBIX YACTHIl METAJIOB OH
COJIEPKUT YACTUILBI METAJIJIOB, BRIOPAHHBIX U3 TPYIIIbI, BKJIIOYAOIIEH TpUa1y Kejle3a U Me/lb
WJIM UX CIUIABBI.

8. ITenorpadut 1o 1. 6, B KOTOPOM YacTh YITOMSHYTBIX MEIIKOIUCTICPCHBIX YACTHI]
MEeTaJIJIOB OOBEIMHEHA B arJIOMepPaTHhI.

Crp.: 15
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SEM HV: 20.0 kV WD: 14.95 mm : . VEGA3 TESCAN
BI: 7.00 Det: SE, BSE
SEM MAG: 1.95 kx Date(m/dly): 08/11/22

dur. 1. MukpodoTorpadms YacThbl NeHOrpadnTa ¢ HaHECEHHbIMM YACTULLAMM 3Kene3a
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