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BBEJEHUE

CornacHO JUTEpaTypHbIM [aHHBIM CHHTE3
¢ymiepeHoB u3 rpaduTa B IyrOBOM paspsijie SBISETCS
HamOoyiee  PE3yNbTATHBHBEIM  METOJIOM. OnHako
MeXxaHu3M o0pa3oBaHUS (YJUIEPEHOB U3 (HParMeHTOB
rpagura mO CHUX IOp HE SCEH, CIEAOBATENbHO |
MIOTEHIIMAIbHBIC BO3MOYKHOCTH 3TOT'0 METOa PACKPBITHI
HE HOJIHOCTBIO.

YcraHoBieHo, 4To 3()(EKTHBHOCTh CHHTE3a
(yJUIepeHOB 3aBUCUT OT MHOTHX IapaMeTpoB ITpoliecca:
IUIOTHOCTH TOKA W HANPSIKCHUs, JaBJICHHs Oy(hepHOro
rasa W ero IpHUpOAbl, BPEMEHU BBIAEPKKH (QYyIIepeH-
ocoJiepKallieil yriepoaHoH MIa3Mbl IIPH ONTHMAaIbHOM
TEeMIlepaType, OT KOHCTPYKIMH ¥ T€OMETPHH KaMephbl
ucnapeHus, QopMBl W pa3Mepa  TpapHUTOBBIX
9JIEKTPOJOB, CKOPOCTH HCHAPEHHs OJIEKTPOIOB H
paccTosHHA MeXIy HUMH H T. A. V3MeHeHHe
KOHCTPYKLIMM KaMepbl M IapaMeTpoB IpolLecca BEeAeT
HE TONBKO K M3MEHCHHIO IPOU3BOAUTEIHHOCTH
npolecca, HO U K U3MEHEHHIO cocTaBa (yiIepeHOBOI
¢dpakuum.

CaoiicTBa (ysIepeHOB, KOTOPHIE OTIMYAIOT UX
OT OOBIYHBIX OpPraHMYECKHUX BEIIECTB IPOSIBISIOTCS B
TOM, YTO YHCTOTAa W XUMHYECKas YCTOWYHMBOCTb HX
3aBUCAT OT YCJIOBHH KpHCTaJUIM3allMd B IIpoIlecce

KOTOPOiA (dymnepeHs YBIIEKAIOT MOJICKYJIBI
pactBopuTelnsi,  HEOONBIIME  MPUMECH  KOTOPOTrO
OKa3bIBAIOT 3HAYUTEIHHOE BIUSHHUE HA Pa3IHYHbBIC
cBoiicTBa  (ymmepeHoB. YcraHoBiueHo [l], dTO

MOJIEKYJIBl PACTBOPUTENS (UKCHPYIOTCS HE TOJBKO Ha
MIOBEPXHOCTH KPHCTAJIOB, HO U B 00bEeMe KPHUCTAJLIOB
(ocobeHHO TmpM MOBBILIEHHBIX TeMmmeparypax). [lo
JaHHBIM pa0oThl [2] cBoOWCTBa (yJUIEPEHOB 3aBHUCAT OT
pa3MepoB KpucTajuioB. IIpu ObICTPOH KpHCTaIIM3aUU

06pa3yIOTCH BbICOKOAUCIICPCHBIC MOPOLIKHN
KOPpHUYHEBOI'O 1IBETA, KOTOPBIC, B OTIIMYHC OT KPYITHBIX
KpUCTAJJIOB  Y€PHOTO0  IB€TA, COACpKAT OoJbIIIe

puMeceit Omarogaps pa3BUTON TOBEPXHOCTH.

IKCIIEPUMEHTAJIBHASA YACTD

B nacrosiieit pabote dysuiepeHocoaepKaIyo
Caxy IOJydYaad Ha YCTaHOBKE COCTOSAIIEH W3 IBYX
coOOIIatoIIMXCsl  MEeXIy Co00il Kamep AyroBoro
ucnapeHus rpaUTOBBIX aHONIOB. B mpouecce cuHTe3a
KaXJbIC ABaJlaTb MHUHYT 3aMCpsJii HaIPSKCHUC,
rojjaBaeMoe Ha rpaHUTOBBIE IEKTPOIBI, CHIIy TOKa B
Leny ISl KQKJOH Hapbl 3JIEKTPOIOB, JABJICHUE TeNusl.
[ockonbKy KaMmepsbl CHHTE3a COE/IMHEHBI
TpyOOIIPOBOJOM, IaBlieHHE B OOEMX KaMmepax OBLIO
OJJMHAKOBBIM.
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Henpto  Hacrosmeld  pabOTBI  sBISETCA
00CY’XIIeHUE BIMSHUS YCIIOBHH ITapaMeTpOB CHHTE3a Ha
KOHIICHTpanuio GpyurepeHoB Q B IPOIYKTE CHHTE3A.

UccrenoBano BiuwstHme Ha BenmumHy Q
JNABIICHUS TeNHsA, MONAEPKHBAEMOTO B KaMmepe B
npouecce cunteza (P, Top), cumer Toka (I, A) m
MIPOAOIDKUTETHHOCTH CHHTE3a (AT, min).

[Ipu n3MeHeHNH MCCIeIyeMOoro mapaMeTpa, OCTaIbHBIE
IO IIePKUBATIHICH MTOCTOSTHHBIMH. [omyuenst
3aBucumoctd Q =f (A1); Q=f(P)m Q = f (I).

IIpoBeneH  pEeHTIeHOCTPYKTYPHBIH
GyuiepuTos, MOJTyYCHHBIX npu
TEMIIEPATYPHBIX PEKUMAX.

Pazpaboran meron  okcmpecc aHanuza. OH
MIO3BOJISIET JIOCTATOYHO OBICTPO C BBHICOKOH TOYHOCTBHIO
Ha MUHMMQJIBHOM KOJIMYECTBE aJMKBOTHOM YacTH
OIIPEIETIATh CoslepKaHue (yIIIepPEHOB B CakKe.

QOyepeHOCoIePKAIIYI0 CaKy B KOJHMYECTBE
0,05 r pactBopsmu B 100 Mn  Tonmyoma mpu
HENpPEephIBHOM IIepeMenInBaHny Ha BuOparope. [lomHas
9KcTpakuus (yiepeHOB NPOUCXOIUT B TeueHue 1-1,5
yaca. Konuenrpanus ¢QyJiepeHOB B TOJyoJe IOCIE
MOTHOTO W3BJECYCHHWA WX W3 CaXd Jajeka oT
HaC]:-llIJ,eHHOﬁ, IMO2TOMY PACTBOPCHHUE TPOUCXOAUT C
MOCTOSIHHOM, OJM3KOW K MaKCHMAaJbHOM, CKOPOCThIO. B
OTZAEJBHBIX OMBITAX OIpEeAeIeHa TMHAMHUKA IKCTPAKLIUH
(dysepeHos.

KoHueHTpamuio pacTBOpoB rocjie OKOHYAHHS
SKCTPaKIUU OIPENeISUIN BHU3YalbHO, CpPaBHHUBAs WX
LBET C [[BETOM 3TAIOHHBIX PACTBOPOB KOJIOPUMETpA.

Konnenrpanus STaIOHHBIX pacTBopoB
mogoOpaHa TakuM O0pa3oM, HYTO OSKCIPECC aHalu3
MO3BOJIIET ~ ONpEessiTh  BBIXOJ  (yiuiepeHOB ¢
To4HOCTHIO 110 0,5 %.

OBCYXJIEHHUE PE3YJbTATOB

VYCTaHOBJIEHO, YTO C M3MEHEHHUEM JIaBJICHHS
renus B peakTope B mporecce cuHTe3a Ha ~20 Top
(OTHOCHTeHbHO OHTl/IMaHI)HOFO) U3MECHSCTCA BBIXO/
¢ymiepeno Ha 2 + 2,5 %. Boeixox QysuiepeHoB
u3MeHsiercs Ha 2-3% mpu U3MEHEHUHU IUIOTHOCTU TOKa
HA ~2 + 3 Alcm’. DKCIEpUMEHTANbHBIC JaHHBIC
MIOKA3aJIM, YTO KOHIEHTpauus (yJIepeHOB 3aBHCUT OT
TIPOJIOJDKUTEIBHOCTH CHHTE3A.

3aMedeHo, YTO B HEKOTOpBIX Ciydasx (mpu
ONITUMAITFHBIX 3HAYEHHUSIX IUIOTHOCTH TOKA W JIABJICHUS,
MOIJCP)KUBAEMBIX B TIPOLECCE CHHTE3a) BBIXOJ
(GyIepeHoB oka3acs HU3KUM. ABTOPHI CBS3BIBAIOT 3TO
C HEIOCTAaTOYHOW YHWCTOTOW HWCXOAHOTO Tpadura.
[ToBuarMOMY, HEKOTOpBIE BbIIENsIOIIUecs U3 rpadura
IpUMecH HUHTHOMPYIOT (opMupoBaHue (yIuIepeHOB,

aHau3
pasHbIX



Proceedings of VII International Conference “Hydrogen Material Science and Chemistry of Metal Hydrides”, Ukraine,

YTO ¥ NPHUBOJUT K YMEHBIIECHHIO HX COJCp)KaHHSA B
caxe.

IIpencrapnser HHTEpEC 0oOHapy>KeHHOE
ABJICHME CHIDKEHHMS [aBJIEHUs Telus B IIpolecce
CHHTe3a (yJJIepeHOB, KOTOpoe HauuHaeTcs yepe3 20 -
40 MUHYT ©OCIE 3aXHUraHus Iyrd. OTO SIBIECHUE
HaOJII01a7I0Ch BO BeeX, 0€3 UCKITFOYEHNS], OTIbITaXx.
VYcranoBneHo, 4TO YHUCTOTA MOJTy4aeMbIX
KPHCTAJUIMIECKIX ¢dynnepeHon 3aBUCHT oT
TEeMITEPaTYPHBIX PEXMMOB IPH KOTOPBIX HMPOBOIMIIACH
SKCTpakmus QywiepeHoB U3  (QyIUIepeHOCoaepKaIei
CaXM W BBIIAPUBAHUE PACTBOPOB  (YJICPEHOB.
INomy4eHs! ueTbIpe BUAA KPUCTAIIIOB (PyJIepPEHOB:

Kpucramnel I: a) axcTpaxiys mpoBouiIacs npu
t=12°C, 6) BBHIIapuBaHWE€ - Ha POTAMOHHOM
ucnapurese Mmoja BakyyMoM mpu Temmepatype 35 - 40
°C. Kpucramwiet II: a) skcTpakius - Ipu TeMIeparype
KHUIIEHUS! B KOJIOE C OOpaTHBIM XOJIOJMIBHHKOM, O)
BBIAPUBAHKUE PAcTBOpa - NPU TEMIEpaType KHUIICHHUS.
Kpucramner III: a) skcrpakuus B armapare Cokcnera, 0)
BBINAPUBAHNE - IPU TeMIeparype kumneHuns. Kpucramisr
IV: a) okcrpakums - B ammapare Cokcuera, 0)
BBIIAPUBAHME HA POTAIMOHHOM HCHApHUTENE IIpH
temmeparype 35 + 40 °C.

YuctoTry  QyiepeHOB  OLECHUBAIM IO
pe3ysbTatam PEHTT€HOCTPYKTYPHOTO aHaIM3a
KpHUCTaJUIOB (hyJulepeHa Ha PEHTI'€HOBCKOW YCTaHOBKE
DPOH -3

Haubonee  uyucThiMH  OBUIM  KpPHCTAJUIBI
¢ymnepenoB 1. HaubGonbliee konmuecTBo mpuMeceit
ObuT0 B Kprctaimax II. DTo MOKHO OOBSICHUTH TE€M, YTO
IIPU  BBICOKMX  TEMIIEpPAaTypax, OCOOCHHO  IIpH
KHIISTYCHUH, IPU aTMOC(EPHOM JABICHHUH, TPOUCXOIUT
oOpa3oBaHHe aIIyKTOB (YJUIEPEHOB C MOJEKYyJIaMH
pacTBOpHTENs M, BO3MOXHO, C  HEKOTOPBIMH
MIPUMECSAMH, @ TIPH BBITAPUBAHUY TOJIyOJIa IPOUCXOIUT
MX acopOuus HE TONBKO Ha TIOBEPXHOCTH KPUCTAIJIOB,
HO U B MEXKPUCTAUIUTHOM IPOCTPAHCTBE U B 00BEME
pelIeTKy.
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