CuHTE3 Kpuctannieckmux gas m3s xXngkom gasbl

MeToabl cuHTE3a U3 XMaKkou dpasbl:

U3 PACTBOPA

U3 PACIIJIABA

(TKpVICT ~ 20'1000(:) (TKpVICT = 1OOOC)
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Tak Kak npouecc Kpuctannmsauum B 60NbLINMHCTBE Cry4vyaes
NMUMUTUPYETCSH MacConepeHOCcoM, MOXHO MUCMOSb30BaTb ba3oBble
avarpamMmbl A5 Bblbopa ycnoBun (KBasmpaBHOBECHbIE YCITOBUSA)




CuHTEe3 13 pacnnasa (pacTtBopa B pacnsase)

[Mpobnembil:

- BbICOKME Temneparypbl =

- TpeboBaHuA K MaTepuanam (annaparype)
- TPYAHOCTb NpOBEaAEHUS MaHNNYNALMIA

- HE BCE METOAUKM MPUMEHUMBI

[MpumeHeHuUe:

1) CUHTE3 KOHIPY3HTHO NSIaBALLNXCA COeAUHEHUN;

2) CUHTE3 KpUCTanmnnyecknx gas ¢ sagaHHbIM OTKITOHEHUEM OT
CTEXMOMETPUM;

3) «HU3KOTEMMEPATYPHbIN» CUHTE3 TYronfaBkMX N pasnaratoLmnxcs
Npu BbICOKUX Temrieparypax as;

4) nosniy4eHne KpmcTansioB MHKOHIPYAHTHO NMaBSALLNMXCA COEANHEHNN
D) nonyveHne TBepAbiX BELLECTB B CTEKNO0OPA3HOM COCTOAHMN




PocT Kpuctanna n3 pacnnasa B O4HOKOMMOHEHTHOW
cUcTeme

NMPENMYLLUECTBA

1) PocT KpuctanmnoB ¢ AOBOJIbHO BbICOKMMW CKOPOCTAMM, T.K. ANddY3uns He
NMMMUTUPYET CKOPOCTU KPUCTaNNu3auumn.

2) OTHOCUTENBHO BbICOKAsA YNCTOTA, T.K. OTCYTCTBYHOT AOMNOSTHUTENbHbIE
KOMMOHEHTbI.

lNepsoHavyanbHoe :> HekoHTponupyemas :> MNonukpuctannu-
3apoxaeHune Kpuctannusaums yecknn obpasel

NPONCXOQMUT CrlydyanHo

KoHTDONMpYEMoe KoHTponupyembiii T-
. rpaaveHT, fiokanuaaums
3apoXaeHue: :> pan H :> MOHOKpUcTansn
BHECEHMWe 3aTpaBKu NEePeoxnaXaeHns Ha
3aTpaBke




MeTon bpuapxkmeHa-Ctokbaprepa

[paHuua KpucTann-pacnnaB nepemMeLlaeTcs NnepneHanKynapHO OCU TUITS 3a CYET
NporpaMMmnpyemMoro nepemMeLLeHns TUrnsa B TemnepaTypHoOM rpagneHTe nevu
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Manbin 06bem pacnnasa B
KOHMYECKOW BEPLUMHE TUIMA NN
kanunnape

TemnepartypHbI¥ NPodUsb Neyu
--ABYX30HHAA NeYyb
- 0ObI4YHas Nevb




[MpMepbl KpUCTannoB, BblpalleHHbIX M0 MeToay

Temnepa- CkopocTh
Marepuaa ::’yoﬂpz; nnala}y:rxe)a?nm, Martepuan THrAA CpagueHT C:gﬁf\’,'é(}fae'}l"i’: Atmocdepa ITpumeyanus
°C THIJIS)
Bpouncroe |[AgBr| 434 [Tupeke, 10 °C/em (1—5 mm/u) |Cl, (mpoMEIB- YkasaHa creneHb ak-
cepedpo KBapu u 6oJee ka HCI THBAIHH H T. A. (KBapIiy
waa HBr) | BHAumoO, Jyuile MNHpeK-
ca)
AproHn Ar | —189,4 Crekao 5 °C/mm (1 mM/MHR) Ar [Tonnkpucrananl ana-
: MeTpoOM 4 MM
30J10TO Au 960,5 I'padur ~5°C/em «Manasa» N, MoHoKpHCTaMIBl JJTH-
HOH 710 8 MM
Me b Cu | 1083,2 [padur ~12°Clem | (Ot 5 mo Bakyym Kukyun-71HHHHE CBHIe-
~20 cm/q) TEJLCTBYIOT O BLICOKOM
COBEpLIEHCTBE
Huxens Ni 1455 Pexpucras- (0,1 —0,2mm/u4) » Bes sarpaBkn (zApy-
JH30BaHHAA rne BapHaHTbl CM. B
okuch Al,O; [106], apyrue Jaerko-
IUIaBKHe BelllecTBa IIpH-
Besensl B [107])
JIaTui Li 179 Crans, He- 2—30°C/y Ar
pXxaBeolias
CTaJb
‘Duoopur | CaF,| 1392 Ta, Fe umu |He npusenen| (10 mm/4) Bakyym Crneunanbuasi  Mero-
Ni nuka ypaaenusi CaO
HepocTaTok:

HEBO3MOXHOCTb BblpalLMBaHNSA KPUCTaNoOB, 3HAYUTEINbHO PaCLUMPAIOLLNXCSA Npw
KpucTannuaaumm, HanpumMep, NPOoCTbIX NONyNnpPOBOAHMKOBLIX Kpuctannos: AV/V~2-3%.




MeTton L‘|OXpaJ'IbCKOFO N aHAJ10OTN4YHbIE METOAbI

YcTpaHsieT MexaHn4eckoe BusHUE TUMMS Ha pacTyLLMA KpucTanii.
LLInpoko npuMeHsieTcs Ans BbipallMBaHNSA NONYyNpPOBOAHNKOBbLIX MaTepuaros.

B0O3MOXHOCTb CTPOroro KOHTPOsIsi 3@ YCIOBUSIMU POCTa.
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KOHTpOrb MOHOKPUCTaNIMYHOCTH
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daKkTopbl, BNUAOLLNE HA KpUCTannm3aLuuto

TEMMEPATYPHbIV TPAOVNEHT

CKOPOCTb BbITAM'MBAHWA (06bivHO oT 10 mm/4 oo 10-15 cm/y).

MHOrokoMnoHeHTHble cuctembl: ~ 10 MKM/\Y.
[eHapunTbl n oeHapuUTHbIe NeHTbl: ~ 1-10 cm/MuH

CKOPOCTb BPALWWEHNA (0bbivHO oT 1 go 100 o6opoToB/MUH).
ﬂ,J'IFI nepemewinBaHnAa U ycpegHeHud pap,l/laanoM dCMMMETPUN TerJioBoro noJsis

[MOTOKM KUAKOCTM PacnpegeneHune temneparypbl npu
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Kpuctannel, nosiy4eHHble MeToaom Hoxpanbckoro n Knponynoca

HHEBLIA T'pPaHaT

Tewmne-
paTtypa MaTepuan CKOpOCTh Haupasaenue | Atmocde-
Marepuaa QopMyTa | prasse- THDJIS BBITATHBAHHSA pocTa pa Mpumedanne
uust, °C
Tepmanuil Ge 937 CM. TEKCT
Kpevnuit Si 1412 B
ITuuk Zn 419 ITupexc 1,2 cm/mun | PaszauuHoie N Kpucramis 2,7 MM B
oHaMeTpe, OXJaxKIaloT-
csi HA BO3IYyXe
Apcenun raanas GaAs 1240 | T1napaennrit > As Ma6piTounoe  masJe-
KBapIL, e As
XJNOPHA KaJHs KCl 770 Pt wan Bosaoyx Meton KuponyJaoca;
hapdop HCOOJB3YeTCs  OXJiaXK-
naeMas BO3LYXOM 3a-
TpagKa, morpyzxaemas B
paciyiaB; BbIpalUBAIOT-
CAd 4 IpyrHe LIeJOUYHO-
rajouinsie COeAHHEHHS
Boaa H,O 0 Crekao > Meron  Kupomnymoca,
auametp 9 oM,
BEIcOTAa 6 CM
Boasdppamar gagae- | CaWO, 1535 Rh 0,5—2 cum/u » » CM. TekcT
IS
HuobaT JuTHA LiNbO; | 1260 Pt 0,5—2 cM/u » R S
Candup Al,04 2050 | Ir 0,5—2 cm/u » »
HrTpuii-aaiomu- Y3Al504,f ~ 1900 It 0,5—2 cMm/u » » »



,El,pyrl/le METOAbI BblpalliuBaHNA U3 pacCriyiaBa

30HHAS NMNABKA Sampasxa Kpuemann Jlodoyra
»Pacma / sz
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BEECTUIEJIbHbIE METOAbI

BeCKOHTaKTHbIN Harpes:

NHOYKUMOHHbIW, 3NEKTPOHHO-Iy4eBOU, paanaunOHHLIN Harpes OT
Harpesartesien conpoTueneHns, PoKycupoBaHnUe UCTOYHNKA NYyHUCTOMN
SHeprmu
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KpucTtansel, nosiy4eHHble MeTo4aMm 30HHOW NiaBky U nnaBaroLLlen 30HbI

Temnepa- o _
Typa (,lxogoLth o
Mareprai |\pyapneHus, Jlolouka ABHIKEHH [Tpumeuanus
oC 3OIILI
['epmanui 942 [TaaBaeHbId 0,l—5 cMm/u
KBapi, MOKPbl-
ThIA TpapHTOM
[epmanni 942 To xe ~ 0,1 cMm/u Orpaxare-
JU H  MmaJgas
CKOPOCTbL DPO-
cra  yJayuina-
IOT KaueCTBO
Apcenun 1240 [lnaBoenwit | 1,25—5 cMm/y [TM0THOCTD
raJijagsd KBapii UJIa JIMCJOKALUH
OKHUCHh  KpEeM- ~ 100 cm—*
HUS, TOKPHI-
THIE IIHMPOJIH-
THYECKUM I'Pa-
(hHTOM
Bouasgppam 3370 Menuni pe- | 0,2—4 cm/MuH DNEKTPOLY-
axTop, OXJaxK- roBOE H 3JeK-
HAaeMblil  BO- TPONHO-JYyye-
JIOH, 1 rnJaBaio- BOC  IIJaBJjle-
mras gona HIE 11




becTurenbHble MeToAbI
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becTturenbHble MeToabl

4. PagnauuoHHbIU Harpes,
nna3MeHHbIN Harpes,
CBETOBOM Harpes
(ModugpuyuposaHHbIie MemoObI BepHelns)

5. Metoa auddepeHumanbHOro
BbITArMBaHUS
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MeToa cBeETOBOro HarpeBa C AYyroBbiIM MCTOYHUKOM
cBeTa
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HekoTopble KpucTannsl, BbipawleHHble meTtoaom BepHeungd
N METOOOM CBETOBOIO Harpesa

Temiepa-
Marepuan Mopmyna r,m".,},’f;‘;},m, [Tpumeuanus
°C
Kopynpn, cangup Al;0; 2040 B pasnbix
HarmpasJe-
HUAX; JyU-
II€ BCETO
OJ VIJaoM
60° Kk ocH ¢
Py6un Al,0;: Cr MeTon
Bepreias
Maruuii-ajioMugHeBas MgAl,0, 2130 To e
[ITHHEb
Mynaut 3A1,04-2Si0, 1810 » P
[Ieeant CaWQoO, 1530 » »
PyTia TiO, 1830 S »
OKHCL  UUPKOHUS 21O, 2700 > »
Oxuch HUTTPUA Y,O, 2400 > »
Marnesnansnas  (mecre- MgFe, 0y Boie 1200 Meton
XHOMeTpHUHaA)  WIIIH- CBETOBOIO
HEJb narpepa |}
Hukenesnlit dheppur NiFe,O, Brime 1200 To xe



BblipalumBaHue KpucTansioB U3 pacTBOPOB B pacrniaBax

1) PacTBOpeHmne NCXoaHbIX KOMMNOHEHTOB B MOAXOASLLEM pacTBopuTene

(pacnnase conm unu MetTannmyeckom dritoce).
2) MeaneHHoe oxnaxgeHue, Kak npaBuio, CrnoHTaHHas KpucTtannusaums.

3) YoaneHue pactesoputens (dontoca) gekaHTaunen unm BelllenadympaHmem
pacTBoputenem, nsbmparenibHO pacTBopsaroLLMM dortocC.

15



[Togbop pacnnaBa-pacTeoputens (droca)

TpeboBaHus:

1) pacTBOpUTESb N PACTBOPEHHOE BELLECTBO 06pa3ytoT NPOCTYIO
9BTEKTUYECKYIO CUCTEMY (HEOrpaHNYeHHasa pacTBOPUMOCTb B
Xugkown pase, oTCyTCTBUE COEANHEHNIN N TBEPALIX PACTBOPOB);
2) MakcnmanbHaga pactBopmmMocTb npoaykta (10-50%)
NPOTSAKEHHAA NUHNSA NUKBUAYCA, HU3KaA T 9BTEKTUKM;

3) Heobxoamm 3amMeTHbIN TeMmnepaTypHbI KO3PAOUUNEHT
pacteopumocTu (~ 1 BeC.%/10°);

4) MMHMMarnbHas PpacTBOPMMOCTbL B KpUCTaNIMYeCKOM NPOAYKTE;
5) OTCYTCTBUE NPOMEXKYTOUYHbLIX COEAUHEHUN;

6) managa BA3KocTb (<10 caHTunyas);

/) HA3KOE [daBrieHne HacbILWEHHOro napa;

8) BO3MOXXHOCTb CefieKTUBHOWN OTMbIBKU

16



[ononHuteneHbIE KpUTEPUN BbIDOPA dontoca

v «I1og06HOE PaCTBOPSETCS B OTOOHOMY: CXOACTBO B XapaKTepe CBsi3eil

v'KaTHOHBI pacTBOPUTEIIS U PACTBOPEHHOIO BEIIECTBA COBIIANAIOT MM JKE MX
PaaNyChl JOJHKHBI MAKCUMAIBHO Pa3IndarhCs

v'Uewm Omke 3Hauenns Z/R KaTHOHOB pacTBOPUTEIIS U BEIIECTBA, TEM BBIIIIE
pacTBOpUMOCTD (Z U R — OKMCIIUTEIRHOE YHUCIIO M PAJINYC KaTUOHA)

v'UeM HHTECHCHBHEE XMM. B3aMMOICHCTBHE MEXK Iy YaCTHIIAMU PACTBOPUTEIISL U
PACTBOPEHHOTO BEIIECTBA TEM BBIIIIE PACTBOPUMOCTD

v'KaTHOHBI pacTBOPUTEIIS K PACTBOPEHHOIO BEIIECTBA JOKHEI MAKCHMAIIBEHO
pa3IM4YaThCs MO MOIAPU3YEMOCTH H MOISIPU3YIOIIEMY TCHCTBHIO («MATKHE —
KECTKHEY).

HAWNBOJIEE YACTO UCTOJIb3YEMbIE DJIKOCHI:

PbO, PbF2, Bi203, KF, B203, Na2B407, Na3AlF6, xnopuabl, dTopnabl,
cynbdaTbl, docdartbl kKapboHaTbl MonMbaaThl, BonbdpamaTtsbl U
BaHadaThbl LWEeNoYHbIX METAsNOB

17




PbO

PbO-B,0,
PbF,

PbO-PbF,

[MpnMmepbl NCrnonb30BaHUA pacTBOPUTENEN

888

<600
820

<700

PbO-PbF,,-B,0, <600

PbO-Bi,0,
Pb,(PO,),
PbMoO,
Bi,0,
Bi,0,-B,0,
Bi,0,-PbF,
LiF
Li,V,0;
LiBO,

650
1020
1068
820
<700

842
575
845

1310-800

1100-700
1290-800

1240-900

1300-900
1260-950
1150-980
1200-1030
1200-800
1100-650
1300
1100-800
1100-800
1100-800

MeFe,O, PbFe ,0,, MeAl 0, AlL,O,; LaAIO,

MgSiO, PbTiO, Pb;CdNb,O4 LiFe,O4 EuFcO,

Y,Fe.0,, MeFe,0, PbTiO; LiFc;04 Yb,GaO,,

Y,Al.O,, FeBO, NiO MgO HfO, GdMn0,
MeFe,0, Al,O, CoMn,O,

Y,Fe.0,, Sm;Ga;0,, LiFe.O4 LaAlO; MeFe,O,

Sc,0,Yb,Ga.0,,

Y,Fe0,,, Y;ALO,,. LaMnO,, FeBO,, PbAI ;0,4

LaCrO0, Bi,_,,Ca,Fes ,V,0,,, MeFe,O,

PbTiO,, PbZrO,, MeFe,O,, LaP0,

MeFe,O, FeBO,; a-Fe,O,, Be,AlLSi O,

LiFe.Oq, MeFe,0,, BiTiO,, Bi;,TiO,,

MeFe,O,, FeBO,, GaFeO,, GdA10,, NiMnO,

Cr,O,, ThO,, Big,,Ca,,Fe; ,V,0,,, Ga,0,

LiFePO,, BaF,, LiBaF;, LiFeO,

LiFe;Og4, MeFe, O,

a.-Fe,O,, LiFeO,, LiFe Og, Cr,0;4 18



Li,Mo,0,
NaVO,
NaF
Na,WO,
Na,W., 0,
Na,B,0,
Na,P,0,
Na,Mo,0O,
KF

KPO,
KBO,
K,B,0;
K,;Mo00,
K,Mo0,0,,
BaCl,
BaB,0,

600
630
995
698
730
741
995
612
856
790
950
815
920
<550
962
910

1000—550
1100—600
1250—950
1200—650
1250—700
1150-700

1250—950
1100—550
1000—800
1100—720
1100—900
1000—750
1150—800

Y,SiO¢ TiO, Be;AlLSi 0,4, Er,SiO, BeO

MeFe,O, YVO, Na;Sc,V;0,,

BaTiO; MeFe,O, NaNbO,

Al,O; SIO, a-Fe,0, ZnCr,0,Y;Fe:0,, NiIWO, Na, W0,
Ca(Sr,Ba)wo,, MnNWO, MnCr,0, MeFe,O, FeWO,
o-Fe, 05 Al,O, BeO TiO, MgFeBO, YVO,, MeFe,O,
MeFe,O, ThO, a-Fe,O4

MeFe,O, Sr,M00, ThSiO,

BaTiO;, CeO,, KNbO,, Li,SIO;, K,MgF, CuO CeAlO,
MeFe,O,, a-Fe, 0,

LaFeO,, CdTiO,

Cr,0;, TiO,, a-Fe,0;

LaCry(BO,),, TIO,

1370—1100 YA1,(BO,), LaCry(BO,),

1250—900
1200—850

BaTiO; BawO, BaCowWO, BaPbO,

19



PocT KpucTannoB 13 pacTBOPOB B pacrniase

UtTpuii-xxenesunctbin rpaHat (UXKI) Y;Fe:O,,

Temnepamypa, C

1680 g
1660 |- stk
1640 - s
/
1620 |- //
1600 Vi Opmoggepprim
1580 +HCLUOKOCTTS
15550132
gl i\ Hudxocme 3
1540
1520 % Tpawam +
: HCUTKOCTTE
1500 ﬁMaeﬁ&
1 +
1480 1t atcudn 1469°% 2°
7460 H A Opma-
|
! QeppunT+
{a ;T Maeremuim + epanam eparaim
1420 ¢
1400 1387°+ 3°
B80T remamum + 2paHam
1360 1 1 1
L 1 ] | | 1 |
GG lOL TS 2025430 35 140 45 850

Oxuce orcenesa

YFes0,, YFeO,

Monstoe codeparcarue Y,03, %

N
\

\

Temnepamypa, ¢




UtTpunit-kenesunctbin rpaHat (UXKT) Y;FeO,

BbIBOP ®JTIOCA:

1. PbO, Fe,0,/Y,04,212.6 HepaocTaTKWU: MHKOHIPY3HTHOE pacTBOpeHue,
BbICOKas BA3KOCTb pacTBopa, nety4vyectb PbO

2. PbO+PDbF,

3. BaO'O.68203 =

KoHrpyaHTHOe pacTBopeHue!

4. OnTMManbHbIN cOCTaB
(nob6aBku Ca?* ymeHbLIAOT
YUCIO 3apoAblLUent:

Ca0 —

ByO; —

Y,O; — 1694 r
Fe,O3 — 2397 1

PbO — 6021 r
PbF, — 4926 r
279 r

NTTprn-antoMmMHneBLIN
rpaHaTt, akTUBMPOBAaHHLIN
Heogumom YAl O,,:Nd

4 r

Y0, = 79
Al,O, — 1220
Nd,O; — 25
PbHO — 3556
PbF, — 4346
B,0, — 279

N2
s



Tutanat 6apusa BaTiO,

Temnepamypa, °C

800

1700 v

HCudxocme

Te.p-p.(BaTi03) zexc
(BuTt03)eexc

FIHCLLOKOCHTY T's. p-p (BaTi0g) zexe

1618 + HCUOKOCITIE
1600 |- gee.A
/
/
BaTi,0, + /
At N T6. p-p
1500 |-(BaTiOg)zexc |/ (BaTig)kys?
1460 /'I HCUOKOCITID
,l
/ %
400 | / Te p-p(BaTily)
| Kyb + srcudxocmo
|
| ) B
BaTi,0,+ || 52z
1300 [-(BaTLOKYS |1 Ta.p-p (BaTi0g) Ky +
| BaTiy0;
: 1210
1200 | (BaTi03)Ky6+
Ii ( BCLTLBO'?
40 50 60 70
BCI.T‘.O3

Monstoe codepatcariue Ti0y, /o

5
S
£
&
o
K::
~ B
1700
1600 |- st st
1500 | _ -~ (BaTi0;) 2exe
e SR e e
& 400 BT
<) 7
S /
= 1300 - s
£ 7
& 7200 -
5 (BaTi0,) kyb
1o
1000
900 ¥ F +(BaTl03)xyd
833 L 3}_{ ______________
800 | A R | | | !
K¥ 10 20 30 40 60 60 70 . 80 90 100
Monvxoe codeparcariue BaTi03, %

Cuctema BaTiO; - KF



TunuyHble KpUcTannbl, BblpalleHHble N3 pacTBOpa B pacrnsiaBe conemn

Coegunenie dopmyaa PacTBOpHUTE b MeToxg YcaoBus IIpumeuauus
HTTpuii-ke- Y3Fe;0;4, PbO Me naennoe YeTaHOBHTH paBHOBe- Kprcranasl pasMepoM
JEe3HCTHIH rpa- oxgax peune| cue mnpu 1370°C; oxsma- | A0 HECKOJBKHX CaHTH-
nar (M)KT) XKIaTb CO CKOpOCTbIO | METPOB; IIepBHIM KpH-
1—5°C/u CTAJUIH3YeTCH MAarHeTo-
IloMOuT, Y MOJKHO 3a-
MEHHTb JIPYTHMH pel-
KUMH  3eMJAMH; CM.
pa3a. 3 m 4 o Apyrux
MeTOodax
Turauar Oa- BaTiO; KF Hcnapenne YcTaHOBHTH paBHOBe- [Tepechienue ya-
pHs H OXJaXxK- cue mpu 1200 °C; oxaa- | cTHUHO OOYCJIOBJIEHO FHC-
JleHue X)aaTh co ckopoctbio | mapenmem KF; nsoiinu-
20—40°C/u mo KH THna «06abouka»
~850°C, cauth pac-
naas; npomeite H2O
Turanat 6a- RBaTiO; TiO, Brirsrusa- TiO2/BaO > 1 B pac- Poct Ha 3aTpaBkax,
pHus HHE H3 nJaBe HapoCIIHil CJOH TOJIIH-
pacmiasa l) HOHl JO HECKOJBbKHX CM
HUrTpuii-amo- Y:Al;045 PbO—PhF, Me Laennoe YCTaHOBHTL pPaBHOBe- Kpucraaner pasmepom
MHHUCBBIH I'pa- oxJsaxaenue| cue npu 1150°C; oxja- | HECKOJbKO CM; CM. IV 5,
wat (MAT) JKJaTh €O CKOpPOCThbIO | pasia. 4 o BhpanuBa-
4—5°C/a mo 750°C HHH MeTOROM UYoxpaJb-
CKOro
Candup wiam Al»O; PbF, To xe YCTaHOBHTHL paBHOBe- [TlmacTHHKH pasMepoM
OKHCh TaJijus Ga,03 cue npu 1200°C; oxsa- | mo | cM; MeTOA mpHMe-

xkgate o 900°C co

HHM s KpalHHX uJjie-

ckopoctbio 3 °C/u HOB; NIPHBOZHT K oOpa-



HoBble cBepxnpoBOAHUKU: heppPOnNHUKTUOLI U
deppoxanbKoreHUAbI

2006, Y. Kamihara et al, JACS 128, 10012, LaFePO, T.=5K
2007, T. Watanabe et al, Inorg. Chem 46, 7719, LaNiPO, T.=3 K
2008, Y. Kamihara et al, JACS 130, 3297, LaFeAsO, F,,T.=26 K

SmFeAsO, F,, T.=55 K
La,  Sr,FeAsO, T.=25K
SmFeAsO,, T.=55 K
Ba, ,K,/Fe,As,, T.=38 K
Li ,FeAs, T.=18 K
Fe(Se ., Te,)os 1.=14 K
SrLa FFeAs, T.=36 K

FeSeyg,, TC=8 K
(27 K npn 1.48 GPa)
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, H. Hosono, Tokio
Institute of Technology
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CunHTe3 cBepxXnpoBOOHMKOB Ha OoCHOBe FeAs
B Buae MOHOKpUcCTanmnoB

LnFeAsO, F,, (Ba,K)Fe,As,, LiFeAs,
T1.=26-56 K T.=38 K T.=18 K
j \- -
@~
o
)\\ - a'I—ot)
® e
ZrCuSiAs, P4/nmm, ThCr2Si2, 14/mmm, PbFCI, P4/nmm,
a=4.0355 A, c=8.7393 A a=3.9625, c=13.017 a=3.7914, ¢c=6.364 A
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BoipalwimBaHue moHokpuctannos LnFeAsO, F

1-x° x?

X = 0.6-0.8 (Ln=La, Pr, Nd, Sm, Gd)

Cwmech npekypcopa (LnFeAsO,  F,,) u ¢pmaroca (NaCl/KCI) B moneHOM
cooTHomeHuu oT 1:1 10 1:3 mpeccoBbiBaiv B BUAEC TaOJIETOK U HarpeBain
no T 1350-1450°C B turne u3 BN nox naBinenuem 30 koap.
Monokpuctaimibl otaeisin o NaCl/KCI ¢uroca mpoMeiBanneM BOJOiA.

U3MeHsemMble napamMmeTpbl: TemMneparypa oTxmra, AasrieHne,
ANNTESNTIbHOCTb OTXWNlIa, CKOPOCTb HArpeBaHUA 1N oxXria>KaeHuA.

MoHoKpucTannbl B BuAe nnactuH ¢ pasmepamum 0.150-0.300 mm
u Temnepartypou nepexoga Tc=53 K.
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IVIiVRAURpPYVIL T A U DI OIIII‘UHDUl_XI_X, IIUJI)"‘ICI‘II‘IDIU
Kpuctannmaaunen na pacteopa B pacrnnase NaCl/KCl (30kbap,
1380 °C, 60-85 u)

NMpobnemsbi:

1) C yBennyeHmem
BPEMEHU OTXUra
cogepaHune npumMmeceu,
Hanp., FeAs, Bo3pacTaer.
2) Bbicokasa ckopoCTb
HyKneauuu (3apoablLeon-
pa3oBaHus) NPENATCTBYET
obpas3oBaHuto boree
KPYMNHbIX KpUCTanmnos
npaBuUSibHON POPMbI.




BoipalwimBaHue kpuctannoB 122 13 XXMOKoro ofiosa
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Sn — NnpakTU4eckn, eAUMHCTBEHHbLIN MeTarnn, 3aMeTHO
pacTBoOpsALLUA Fe 1 He 0bpa3yroL N NPOYHLIX COEAUHEHNN.




Bbi0op Temnepartypbl AgeKaHTauum Sn-pacnrnaBa
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Decanting wire
Chamber furnace
Turning container -
ZrOQ, crucible
Crystals

Lid with holes

Rotation axis
Decanted melt
Glass wool

Alnpﬂllle with Ar

Suport

Cxema neuu Ais BeIpamuBanus MoHokpucramios A, K Fe,As, (A=Ba, Sr)
C UCIOJb30BaHueM (PurocoB (kak SN, Tak u FEAS). M0oXHO BUAETh, UTO
KPYITHBIE MOHOKPHCTAJUIBI IPEUMYIIICCTBEHHO PACTyT Ha JHE THUIJIA.




MukpogoTorpadpun MmoHokpucrtainos Srke,As, u Ba, ,,K, ,cFe,AS,

(a) SrFe,As, ¢ NONMCNONCTON
CTPYKTYpoWu, (0)
OTCJTOMBLLNNCA
MOHOKpUCTans

Ba, 7,K 25F€,AS,, ()
MakpocTyneHun Ha (001)
MOBEPXHOCTH
Ba, ,,K, ,sF€,As, (d) To xe ¢
bonbLNM yBeNUYEHneEM, (€)
npepbIiBaHME CTYNeHen pocTta
Ha nosepxHocTn SrFe, As,,
CTpEesikM NoKasbiBatoT
GrioknpoBaHue CTyneHemn
pocTa YyacTtuuamMmm npumecu
Sn, (f) BkntoyeHns Sn,
NPOTSAXKEHHbIE B NSIOCKOCTU

(001) ns kpuctanna SrFe,As,,.

BctaBka - yBenuyeHHada 4acTtb

9TOro Xe KpucTtanna.
KpncTtannb! Obinv BeipayeHb
N3 pacnsiasa B XXWUAKOM OrfloBe




MoHoKpucTtannbl LiFeAs

S'pettrum 2|

R

! 500um ! Electron Image 1

Pa3mepbl: (0.3-2)x (0.3-2)x(0.01-0.08) mm3

AHanuns 8 kpuctannos: Fe/As = 1.08+0.03,
Sn/As = 0.015+0.08
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BblipalinBaHne moHokpuctannos 122 (AE, A Fe,As,, AE=Sr,
Ba, A=K, Rb, Cs) metoaom “self flux”

1423
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[lpegnonaraembiv kBa3anbunHapHbi pa3pe3 BaFe,As,-FeAs
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BoipawinsaHue moHokpuctannoB 111 (AFeAs, A=Li, Na)
meTtoaom self flux

A% As
Lids— ;f = & - ¥ - M fE S
(Schmelze} f, o
Lids | g -
(Schmelze o Z \ \ 4
/ liFeds :
v g% et - — i,__ 2y 8345
; Q2 O ST —- - .r.l’—""-l'""-"“"‘\,_,_. 2

e g0 0 O v 30

LizAs ﬁ’-ﬁ%"’“" o DE 'D g ‘\\\\
L_D iy _'? Fa e f.o Y,

@ 50 60 ;E 80 o0 o Fo

CeuveHne asoBon anarpammbl cuctemsl Li-Fe-As npu 800°C. YepHbIMU
KPY>XKaMu rnokasaHbl ogHodasHble obnactu, 3akpalleHHbIMW Ha NOSTOBUHY
— AByxdasHble, benbimn — TpexdasHble: a) LiFeAs + Li;As+LIAs, b)
LiFeAs + FeAs -+ LiAs, c) LiFeAs + FeAs + Fe,As, d) LiFeAs + Fe,As +
Fe, e) LiFeAs + Li;As + Fe.




grid in at. %
axes in mass %

7\

LiFeAs

. SFTFIF T ¥
LI

Flgwre 1 Isothermal section at 800°C




MoHokpucTtann LiFeAs, nony4yeHHbIn Kpuctannmsaunen n3 pacniaea
Li:Fe:As=2:1:2 (meTop self-flux)
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