| ONPEJEJEHUE KRUCJIOPOJA B METAJIJINYECKOM HE31N

B JIOCTATOYHOM YJaJeHUH OT KPUTHUECKOH TOURHK
HIJKOCTh HA JIEBOil MOIPAHUYHON KPUBOH HeC K-
MaeMas) MOYKHO 3amucaTh

ly=1i"4+v" (p2—p'), (12)
rjae iy, P, — DHTANBIHS U [ABICHHE KUIKOCTH
B KOHIE ajguabarmueckoro carus; i', v', p’ —
napaMerpel pabodero Teia B Hauale agmadaTi-
9eCKOT0 C/KATHs, B3ATHIE HA JIMHUK HACHIIE-
HUSA.

Io msmoskemHoil Meropuke OHIIM paccIMTAHET
TepMonuHaMuIeckue cpoiicrea UFg  (rabm. 2
z 3).

Hockonbry mmelommecss B auteparype sKcie-
puMeHTaNbHBE raHHHEe D0 UK mcmombsoBasiuco
Kak OCHOBHKI®, TO COBIAJeHHE IIaPaMETPOB, IIPH-
BeJIEHHEIX B Ta0IHIAX, C DKCIePUMMEHTAIbHBIMIL
TaHHBIME HDO4TH IoJHOe. BHIo mposemero tarke
CONOCTAaBIeHWE C mmarpamMmoit paborsr [6]. Tem-
J0BOM mepemaj MesKmy touramm p — 100 6ap,
T'=655°K np=26ap, T = 523°K no nua-
rpamMe [6] m mO paccUMTAHHEIM HAME JAaHHEBIM
COCTABJIAET COOTBETCTBEHHO 52 1 47,3 Kdxc/ke.
Pacxosxaenne MesKmy MONydYeHHEIME 3HAYCHMIIME
MOKeT OHTh OOBACHEHO pa3imdmeM IPHHATEHIX
KPHTUYECKUX IapaMerpoB, a TAKKe HETOTHOCTHIO
Ompefie/ieHusi IaPaMeTPoB_IIO0 guarpamMme padorh
[6] BBUAY ee BechbMa MagoTo MacmrTaGa.

Mocrymmna B Pemaxmuio.13/VI 4966 r.

JINTEPATYPA

—_—

.Hdm. KHag wE. Pa6uroBuu Xuumug ypaza.
M., Wsg-Bo mmocTp. amr., 1954.

H A -Tanxuen ap. XOMEA U TeXHOIOTHS dropn-
CTHIX coegmHeHmit ypama. M., I'ocarommamar, 1961.
G.Oliver,HMilton, I.Grisard.J. Amer.
Chem. Soc., 75, 2827 (1953).

-C. Amphlett, L. Mullinger, L« Th o-
m as. Trans. Faraday Soc., 44, 927 (1948):

I. Bigeleisen let al. J. Chem. Phys: 16, 442

1948).

(F. Havlicek. Z. Naturforsch., 44a} 99 (1956).

I.Masi. J. Chem. Phys., 17, 755(1949).

G.Nagarajan. BulljSoc. Chim. Belgique, 71,

77 (1962).

S. Sundaram. Z. phys. Chem.) 34, 225 (1962).

M. U. Mepexsmreitd Wcciegoparme TepMo-

AMHAMUYECKHUX CBOMCTB XOJOMUIBHLEIX aremToB. M.,

Focroprusmar, 1962.

11, O JJaryrxuwmpT. II. Bepxmsxep.
«Xomogmabn. TexHuRar,e N 1, 24 (1962).

12. II. M. Kecclemsmam II. A. Horaapes-
crmit, M. M. Ap'amacbesn «Mmk.-pus. m.»,
IX, 4, 527 (1965).

13. H. B. Bapra¢ ruwx CopaBowsmk mo TerIou-
3HYECKAM CBOMCTBAM TIa30B W KITKOCTEIL. M., ®nus-
MaTI U3, 1963.

14. F. D in.) Thermodinamic Functions of Gases. Vol. 1.
Londoen,” 1956.

15. TepmommmaMmiecKue CBOHCTBA MHAUBHLYATLHHX Be-
mecrs. T. II. Tlox pex. B. II. I'rymko. M., Wsn-so
AH CCCP, 1962. .

16. JI. 1. Boaxsar K. ¢ms. xmwy, 26, 321 (1952);
<. dums. xmm.», 28, 1095 (1954).

17. 1. C. Baguab Kec. PaGoume BeI[ecTBa M Lpo-
Lecchl XomopuiabHeX Mamua, M., T'ocroprusmar, 1962.

18. . I. ToxmrTe#im «XomIogmInpH. TeXHHKAY,
Ne 1 (1941).

S® NS Ul AN W

[,

Omnpepenenne KUCIOPOEa“\B MeTaNIHIECKOM I€3UH

METO/IOM AMCTHIUIALMU B BaKyyMe

E. . MAJIUKOBA, 1. B. AMATPHEBA, 3. E. KOHOBAUJIOB, E. A. IECATKUHA

Merannuaecknii weawmit), 0GIaTAIONMA HEZKIM
HOTeHNUANIOM WOHU3ANMUN, — HauboIee Iepcluex-
THBHBIA MaTepuasm JiA CO3ZAHWA HH3KOTEMIIepa-
TYPHOR IJIa3Mbi, B TEPMOIMUCCHOHHEIX MPeoGpaso-
Barensax smeprun [1]. IIpmmecn, npucyrersyromue
B LI€3UH, MOLYT-UIBMEHATH €ro QU3UKO-XIMIIeCKTE
CBOMCTBA\ 1 JyXyAmaTh paboTy HIeKTpOreHepH-
pyomux sxementos. OxHoit 3 mamGoiee orpmia-
TeJIBHBIX ‘B 9TOM OTHONIEHWN IIPUMEcei ABIAETCH
KUeopon. B ceasm ¢ stmM Bompoc o rayGoxoit
OYHCTKe IIe3Us OT KHCJIOPOia HPHoGperaer oco-
0y 0cTpoOTy, a OTCYTCTBHE [0 HACTOSMEro Bpe-
MeHH [OCTATOYHO HAJEKHEIX CIOCOGOB KOHTPOJIA
3a Comep;KaHmeM KHCJIOPOJa B MeTalllIe CIIbHO
TOPMOBHT Pa3paboTKy U BEIGOD 3PYEeKTHBHEIX MeTo-
10B paUHENPOBAHUA BTOr0 MeTAJIa.

162

YIOK 546.36:545:546.21

B macrosmpeit paGore ommcam meron TACTHILISA-
OUl B BaKyyMe /g ONpefeleHHS COMepP;KaHASA
KHICJOpPOa B LE3UM, 3AKIIOYAOMHUIICA B OTTOHKE
MeTaJLINIeCKOT0 Te3WsA B BAKYyMe I OIpeIeIeHun
KHUCIOPOJA B OCTATKE IOCJIE AUCTHLIANMAN ALAIH-
MeTPUIECKUM THTPOBAHUEM PacTBOPA OKHCIA. DTOT
MeTO/l OCHOBAH HA WCIOJb30BAHNY 3HAUXTEILHOI
Pa3HAIE B BEJAMIMHAX YIPYTOCTH IIapa MeTAJLIH-
9eCKOTO Ie3dsA M YIPYLOCTH IIapa ¥ KABICHUS
anmcconuanuu oxucu nesmsa (puc. 1) *. Amamormg-

* JlaHAEBIe IO YIPYTOCTH TAPOB ILEBHS U JIHCCOIMAIE
THAPHUNA Me3UA 3aUMCTBOBAaHE U3 paborel [2], manmbe mo
YOPYTOCTH HapoB OKACH Le3us — u3 paborur [3]. Vmpy-
TOCTh JMCCONMANMN OKHCH IEe3Ws PACCUYUTAHA HA OCHOBA-

o 0
HUN 3HA9eHWd AZT, B3ATHX u3 paboTs [2].
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Pue. 1. 3aBucuMoCcTh JaBie-

(o)
Hia P HACHIIEHHOr0 MAapa mesus 20? 4
11 OKMCH Ie3Hsi M PABHOBECHOTO
ABJEHNA KNCIOPONA M BOAOPONA
HAJl OKNCBIO M IUAPHAOM Ie3ust
0T TeMuepaTyphl:

//
/]
/4

1 — [CSH)] %5 (Cs) +a-(HL);
2— [Cs1%5 (Cs); 8 — [Cs, 012

=209 + 5 (O

/]

4 — [Cs50] <= (Cs:0). .

TN

=10

HBHA MeTOo[ TpPUMeHJCH
NpU  OIpefIeJIeHNH Kuc-

Ig P, mm pm.cm.”

nopoja B Harpun [4—71,
criaBe Kaawii — HaT-
pmit [5—71, nmrmm [2]

1 HEKOTOPHIX IeJI0THO3e-
MenbHHX MeTamrax[2, 8].

OuenKa BO3MOKHOCTH
NUCHOJB30BAHUA APYTUX

\

=70
05,05, 65,0, 05,03 rs0, sl

Pde. 2¢ DHepreTHyeCKkue H3MeHeHHs B IpO-
ieecax oxeupanmuu (1) m Merajgausaupuu (2)

AHAINTUYECKUX METOMIOB
(BaryyM-ILIaBIeHIE, TPH-
MeHeHHe TAJIOUAHOIO aj-

N

OKUMCHBIX COCJ{MHEHHH Ie3ns.

= N
T T

Kuia), a TAaKAKe IIOIBIT-
KN OPaKTHYeCKOTo IpH-
MEeHeHHS MeToJa aMajb-
raMIPOBAHUSA [T ONpPEeJeNeHnsa KHCJA0poja B If-
3uM TPHWBENH K BaKIIOUEHMIO, YTO Haubouee
OTBEYAIONAM IIOCTABICHHON 3aiade ABJIAETCH QIU-
cHIBaeMBIil MeTO/l IUCTIILIANUE B BakyyMes B xome
paspaborku Merosa OBLIO TPOBEIEHO -HUCCTeHOBA-
HUe BINAHNA COMEP/KAIAXCSa B METaJLTHTIECKOM
[esuy IpuMeceil Ha pe3ylIbTaThl aHAINBa.

CpaBueHne ycToiiamBocTH
OKHCHBIX COEfMIHeHH He3ns

Ileamii o6pasyer ¢ KECIODOROM DsJ OKMCHHIX
coepuuennuii: HOpMaabayw okuchk Cs,O, mepexucn
Cs,0, m Cs,0;3, ‘ mamgmeperuer CsO, m o30HHA
CsO; [9]. CooGmanecsr Taxxe 00 obpasoBaHHI
IpPH HEJOCTATKE HKMCIOPOJA HeYCTOHIMBHIX HeN-
oxuceit mesussy[10], omrako mx cocras m puUaUKO-
XUMIIECKHUE, CBOHCTBA TMOUTH HEe W3YJeHH.

O __IpeBpamieHnll OKWCHHIX COeIUHeHmi Jpyr
B APyra MOKHO CYAHUTH IO BeJIMYMHAM MX m300ap-
HO-M30TePMUYECKNX IOTEHNHUAIOB 00paszoBaHUA
AZ% B pacuere Ha 1 2-amom Meraiia, eCld XUMHU-
yecKoe IpeBpalieHrme TPOUCXOAUT B W3OHITKE
kuesopona (oxcmpanusa), wiam Ha 1 z-amom Kmc-
70oposia, €CIW XMMHYeCKOe IIpeBpalleHme MpPOUC-
xomur B m3GHTKe Meramiaa (Meramnmsamus) [11].
I'papuxu AZ% mpencraBiens Ha puc. 2. M3 mux

24 TX105%

caeryer, 4To B HOPMAJBHHIX YCIOBHAX B M3OHIT-
Ke KHCJ0poja HaamepeKkuch mesus — Haumbosee
TepMOAMHAMHUIECKH ycToigmBasg ¢opma, T. e.
npu ropenun mesus oopasyerca CsO,. G mpyroi
CTOPOHHE, B M30BITKE MeTajllIa TepMojuHAMHIYe-
CKasl yCTOWIMBOCH OKKCJIOB IIOBHINIAETCSA C YMEHb-
IMmeHneM [0Jau Kucjiaopona B oxuciaax. [Ipm us6mr-
Ke Merajjia KHucJopoj obpasyer ¢ Ije3meM HOP-
vanpuasiii  okucen Cs,O. IlpuecyrcrBme ppyrmx
OKHCHHEIX (OPM MaJOBEPOATHO, TAK KaK CTYMEH-
garaa geMeramausanma or Cs,0 [0 IeperuCHBIX
COeIUHEHUN CBA3AaHA CO B3HAYATEIHHEIM DHE03Q-
dexToM.

Taxum o06pazoM, Hpu AUCTUIIANEE MeTaJIa
B BaKyyMe W3 IIePEeCHIIEHHOTO PAacIIaBa JOJIKHA
BHIKPHUCTAJIM30BRIBATECS TBepHas (asa cocTaBa
Cs,O*. Jlns sKCIepUMEHTAaIbHON IPOBEPKH JTOTO
BHIBOZIA ORI IPOBEEHB CHEIMAJbHBEIE OIBITHI,
KOTOpPHle MOKA3aJi, YTO II0CJTe MeJJIeHHOI0 OKHC-
JIEHUA e3Us KUCIOPOJOM B BaKyyMe M yAAJIeHHH
u30BITKA MeTalaa AUCTHWLIANNEN CTexmoMerpuye-
cKumit cocras oxucnu B ocrarke O Gmsok K Cs,O.

* BriBomsl 0 maubosee yCTOIYMBHIX (JopMax coemumHe-
HHIl KHCJIOPOJa C Ie3NeM B IPOIeccax OKCHUTAIMH M MeTad-
JIM3aUMH CIPABENJUBE HE TOJIBKO AJIA HOPMAJbBHBEIX TeM-
mepaTypHEX YCJIOBHIl, HO, KaK IOKasal TepMOLHHAMUIIe-
CKUil pacder, I JJIS MIAPOKOTO TeMIepaTypPHOTO MHTEPBaJa.
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Bimsnme npuveceii ma pesyisratsr amammsa

Puppnp. Ipu remueparype gucrmimsmmm yIpy-
TOCTH [VCCONMUANNMHI TUAPUAA TIE3WsT COCTABJSET
BemmauRy mopagka 1 wmwm pm. cm. [2] (cwm.
puc. 1). Ilosromy B xome aucrTmLIATET, 0cOGeHHO
B KOHIlE TPOTECcca, peaknus JUCCONMUAINK THI-
PUFA HEOOPATHMO CMeIIaeTcss BHPABO BCJIECTBIE
TIOCTOAHHOTO yJAJeHUsA BOJAOPOAA IPHU BaKyyMil-
POBAHUU CUCTEMHL:

2CsH — 2Cs +- H,.

Fmapooknes.  Baamvoneiictpie THIPOOKICI
¢ u30BITKOM METAJNIMYeCKOTO Te3Wd IO pearium

CsOH + 2Cs .~ Cs,0 + CsH (AZgpgo c = +- 13 rraa)

TePMOANHAMUICCKN HEBRITOAHO *. OmHako BeTes-
CTBUE yHaJeHNuA IPU AUCCOMHUAIINN OHOTO U3 IIPO-
AYKTOB peaknum (THAPHIA) PaBHOBECHE HTOTO
XUMHUYECKOTO  IIpOmecca, XapakTepU3yIOIerocs
CPaBHUTEIHHO HEOOJBINON II0M0KUTeNBHOI BeIi-
YUHOH M300apPHO-U30TePMIIECKOTO HOTeHIHaIa,
MOJKHO HEOOPaTIMO CMEIAThCs BIHPABO ¢ o6paso-
BaHNEM OKHUCH II€3Hs, KHCIOPOJ KOTOPOil MOJHO-
CTBIO OIPE/ENACTCA IIPU TUTPOBAHMWI.

Merannmueckue npumecn. Illexounsie n mexou-
HO3eMeJIbHbIEe MeTaslibl — HamboIee pacmpocTpa-
HEHHBIE METLINIeCKHe IIpuMecu B Iesun. Muo-
rue u3 HEX, 00;1a/as 3HAYUTEIBLHBIM CPOCIBOM
K KHCJTOPORY, MOTYT BOCCTAHABIUBATL “OKUCE
nesua. OJHAKO UPUCYTCTBUE OKUCIOB BHEHX 5he-
MEHTOB B OCTATKE IOCJIE TUCTIJLIATNECHE BHOCHT
BHAUMTENBHON OIMMOKN B Pe3yIbTathl “AHAIIZa
U3-34 HE3HAUMTEJBHOLO COMEP/KAHUS HMXy B I1[e3Mu
u 6OJBLION PasHUIE B aTOMHLIS Becax nesus u
9THX NpPUMEceil, eCIH PacueT~KUGIOPOTA IPOBO-
gurca Ha Cs,O.

Xaopux nesns. CymectByer—6ombimas BEpOAT-
HOCTDb NPUCYTCTBYA B IESNT XIOPUCTOTO IE3Ws, Tak
KaK OH UCHOJb3yeTCsiB KAuecTBe MCXOAHOTO Tpo-
IyKTa B OOJBIIIAGTBE  TEXHOJOTMICCKIX mpo-
€CCOB MONyUeHud MeTalINIecKoro nesmns. Byy-
UM yCTOWYMBBIM coeguuenueM (AZYgo- o6paso-
BaHuA cocTasister—90 kkas/moav), XIT0pUL KO-
JKEH OCTABaIbCH B OCTATKE IIOCJE UCTHUIISIIN,
HO OH He BIWAET HA Pe3yJIBTATH AMUIUMeTPIIIe-
CKOTQ~IMEPOBAHUS U, CI€[OBATEIBHO, HE YUNUTH-
BA€TCsL” MPHU pacdere COJAEPsKAHUA KHCIOPOJA.

HpaTkoe paccMoTpenme xmMudeckmx CBOWHCTE
npuMecell ¥ UX TOBeJeHHS B W30HTKE MeTalI/Ili-
9eCKOTO0 Ie3UA MO3BOJAET CYUTATH, YTO OCHOBHEIE
IPUMeCcH, KOTOPEe MOTYT HPUCYTCTBOBATH B I[€3MH,

* Wcxonmble mamHBIe s pacuera AZOT 3aMMCTBOBAHKI
u3 pabor [12, 2].
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HPaKTHYECKN HE JOJKHBI BIMATH HA Pe3Y.IbTATH
ONpesielIeHNA KHCJIOPOJa B IE3UM.

ITposesieHme amammsa 1esms MoskHO pasburs
Ha TpH OCHOBHHIE craxmm: 1) or6op mpo6 mesnms;
2) mueTHLIANNA; 3) AHAIU3 0CTATKA MOCTe TTCTHII-
JAINN,.

Orbop npod merarmmueckoro mesms

OrGop mpo6 mesms momsmen OPOBONATECH NpH
TOil jKe Temieparype, mpu Koropoit of HaXO[UTCA
B OCHOBHOH eMKOCTH, 4TOGB uCKIIOWIITH norepu
KHCJIOPOZIa 32 CYET BEIKPUCTAIHBOBBIBAHIA OKIIC-
HOW assl w3 pacmiasa. Orbep 1po6  1esus
U3 PA3AUYHBIX CHUCTEM OCYIMECTBNAICA B CTEKISH-
Hele ammyasl. Bec mpoGer co¢tasasx 0,3—3,0 e.

IIpu orpaGorre MeTonuRw amaruza oA pacda-
COBEM Nesna u3 OofMpuuX aMumys, a raksme i
PAQUMHIPOBAHUA TIEBUA~ GBLIM CKOHCTPYHUPOBAHEI
ABa mpuGoOpa U3 AOJNGIEHOBOTO CTERIIA. IIpu mo-
MOIII MPUGOPA; \ABOOPAKEHHOTO HAa puc. 3, mpo-
BOJILIACH DAPACOBKA NE3UA B MaTeHbKUE aMITy-
apt. Jlas padurnposannus mesus npuMernsurcs npu-
Oop (pue. %), mosmoxsIOMIiT JTUCTHILINPOBATE
e3 ML INBAI0NHATE UM Paboume aMIry . Hucrmia-
JATOR) HMIPEJBAPUTENBHO 0GOIPEBAICA DIEKTPO-
feunio” o remmeparypst 400° C moa merasarum.
Hpcrnananua nesuws ocymecTBIANIACH B BEICO-
KOM BakyyMme npm remmeparype 200° C.

Pue. 4.
pauHUpOBAHUSA Ie3us:

IIpnGop nas

1 — npobupkKa; 2 —
KoJba; 3 — aMITyJIbI;
4 — amMOyJa C Ie3HeM;
5 — 0oek.

Puc. 3. lpubop mas pacHacoBkm Iesms:

1 — Koxba; 2 — BarpysouHoe OTBEDPCTHE; 3 — aMIyJa ¢ Le3HeM;
4 — CTaNbHOI KPaH — BWJIKA; 5§ — BOPOHKA; 6 — OTPOCTOK MJIA
OTKA9KM npubopa; 7 — koaba «ImaAVK», § — aMITYJIH.
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Huermaamusa nesns

[TockoaIbKY UBBECTHO, YTO CTERJIO T ILIABJICHBIIL
KBapI[ yCTOMYMBEL 11O OTHOIICHWIO K IIE3WI0 JIWIIh
mo 200° G [13], ara remmeparypa w Geia mpuHA-
Ta 32 BePXHUN Ipefes NPHU JUCTIIIANNN Ie3Us
u3 creraIAHEBX amnyld. Ilpm sroit Temmeparype
OKHCH I1e3MA JOCTATOYHO YCTOWUYMBA W oOmamaer
HE3HAUNTEJbHON YIPYTOCTHIO MapoB, OTINIAI0-
IeHCA HA HECKOJIbKO TOPSKOB OT YIOPYrocTH
HapoB MeTaIuIeckoro nesus (cM. puc. 1). Humx-
HUI [pejes TeMImeparypsl OblI BHIOpAH ¢ TAKUM
pacderoM, 4UT0ObI HCOAapeHHe TEe3Wsi He OLLIO
CIIMITKOM [JIUTEeNbHBIM. DHUIO yeTaHoOBIeHO, UTO
B yciaoBuax oubsita npu  remmeparype 100° G
HauMHaeTcsa JuMb caaboe ucoapenune meamns. Onru-
MaJIBPHOH TeMIeparypoii uCHapeHus OKasaliach
remneparypa 180—190° C. Bpema gucrmimsmum
OBIIIO  yCTAHOBJIEHO HKCHEPUMEHTANBbHO JJIA pas-
JUYHBIX HaBecok meansa. OHO cocraBmiao mpu
JUCTHIIANNNE U3 3aKPBITEIX THUIJICH: IS HABECOK
no 600 me — 3—4 uy, mo 1000 me — 5 u. Komu-
TPOJIH HMOJHOTEL UCHAPEHHS OCYIIECTBIAICA TyTeM
HaOMIOeHAA 3a JIABIEHUEM BOJOPOLA, BEIIEJSIO-
MIET0Ccs IPU PACTBOPEHUN B BOAE OCTATKA MOCIE
JINCTHIUIALAM, €CJN B HEM IIPUCYTCTBYeT HEMC-
MAaPUBIINICA MeTaJll.

Tak, 1 wme mesua mpum pacrBopeHEuu B Boje
cospaer pmasaenume sogopoga 0,1 wmm pm. cm.
(mpu oOneme ycramosrm 720 ma). B paccmarpir®
BAeMBIX YCJIOBHUAX KOJMIECTBO LE3WS B OCTATKE
ne npessimano 0,7 me, a ¢cBA3aHHAS ¢ DTHM OG-
Ka OIpeJesIeHnsa RICIOPOAa COCTABIAIA He 00-
aee 5%.

[ockompry mpoba 1mesus s ucHAp&Hus moMe-
Inajgach B THI€Jb, BOIPOC O BHGOPe Warepmala
TULJIS  ABIANICA OJHUM U3 HANBOIEE BayKHBIX
npu paszpaborke Meroqukm duamusd. Marepuada
TUIJA He JOIUKEH COMeP:KATH QKHMCIOB, KOTOPHIE
BOCCTAHABJIMBAIOTCA METANIMUECKUM IIe3meM, uTo
HpuBeso Obl K BaBHIEEHWO PE3y.IbTaTOB.

13 Bcex Meramiop=gM oTuX yeaosuii Hauboree
noxxoxur Moaubgens Pearmua MoO; -+ 6Cs —
— 3C8,0 4 Mo/ mMo%er OBTH JErKO WCKI0UeHA
npenBapuTe bHbM TPORATUBAHIEM TUIJIS B Ba-
KyyMe, 4TOMIPUBO/IT K YIAIEHUIO JeTyUeil OKucH
Moaubgera’ ¢ motepxuoctn turas. Coraacuo Tep-
MOJMHAMMYECKUM JAHHKM B KadecTBe MaTepmaia
rurypsih, mpw” remuneparype 200° G mokmo Tamke
PEKOMEHHOBATD HUKEIb, AaJYHA W [JIaBJICHBIL
kBapm. B macrosmeil paGore mpuMensimeh THrIM
us MoimbOnena m Hukens. Ilpemxpapurensmo omm
OYMIATNCH ~OT IOBEPXHOCTHBIX  3arps3HeHuil
n 00esraKMBAJINCh IPH HATPEBAHHUU B BaKYy-
yMe.

B xope paspaborTKH METONWKHE aHAJIM3A OBLIN
CROHCTPYMPOBAHH [Ba HPUOOpa /i IPOBEeHHI
aganusa. Ogme us HEX (puc. 5) CHYKWI mIA
puctTwrAnua npob uesms or 1 mo 3 e, mpyroit
(pme. 6) — or 0,3 mo 1 e. Oba mpuGopa cocToAT
U3 Tpex OCHOBHBIX 9YacTeil: KpaHa IId BCKpPHI-
TUA aMIOyJ, JUCTUIIAINMOHHON KOIOB M I[UJIHH-
IPUYECKONl KaMepel, B KOTOPYIO IOMEMIAerCs
TUTeNb ¢ aMIynoit. OIuchBaeMas METOIUKA LD
HasHaueHa JIA aHajausa mpob 1esus, 0To0paAHHEIX
B CTEK/JSgHHBIE aMIyJbl W3 Ie3UeBLIXA, CHCTeM.

Amiryna ¢ mesmeM IOMeIaercs B Kpaul 2 mim 3
(cm. pme. 5 mau 6 coorBercrenno). Aloduae orkau-
ku npubopa mo masienus 1-107% Wb, pm. cm.
un o0esra;KUBAaHUA TUIVEH OHAa BCRPHIBAETCA HpH
OBOPOTEe KpaHa U Hagaef B TMreldb, KOTOPHIM
3aTeM 3aKPBIBAETCA KPHIIIKO. B Kprimke nveercs
HECKOJNBbKO orsepcruii amaverpom ~0,5 wan. u-
CTWJLIANUA 1e3UA WS BAKPBHITHIX THUIIEH uYepes
OTBEpCTUsI B KPHIIKE™ He YBEAMUYMBACT 3HAYU-
TEJIbHO BPEMEHN HMCHAPEHUS, HO YMEHBIIAET BO3-
MOKHOCTH YHOCA,OKICJIOB ¢ HapaMu MeTajjga, 4To
HAOTIOAeTCH P JUCTHIANMN U3 OTKPBITHIX

!
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Puec. 5. Ipndop pas
JAMCTUARANNK  00pas- L ’l
0B IE3Ns BECOM [0 L
3 e

\

1 — THE3],0 OJIA aMITy -

JIbl; 2 — 3arpysodHblif

KpaH; 3 — KpaH OJasa

OTKA4YK U1 npudopa;

4 — roaba; 4§ — TH-
reJqb.

Puc. 6. Ipubop pas nan-
CTHANANNN  00PA3BUOB Le3ls
Becom 1o 1 e:

7 — uumug 0JiA COegUHeHNA ¢ BAKYYMHOR CUCTeMOil; 2 — ammyJaa;
3 — B3arpysodHbl KpaH;, 4 — HAOPABIAWIHI IUIMHID TJIA
AMITYJIBl, § — #KEJIe3HbI CTep:KeHb, 6 — MUCTUIIALMOHHAS KOJI-
6a; 7 — KpBIIIKA; &8 — TUTedb; Y — CIUPAJb COMPOTHUBJICHUA,
10 — KBaplesas IIOJCTaBKa.
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Turaeil (3TM MOTEPH IO [AHHHIM HACTOAMIEi pado-
tat MoryT gocrurars 20%). ductunnanua Bexercs
npn remneparype 180—190° C. Temneparypa KoH-
Tpommpyercss AuGo TepMomapoi (mpm WMCIOIB3O-
paHmm mnpubopa, WB00PAKEHHOTO HA PHC. 9),
aubo IO cujie TOKAa B CIUPAIN COOPOTHBICHUS
(cM. puc. 6), u3MepseMOil aMIepMeTpOM, KOTOPEIi
OpefBAPUTENBHO TPAfyUPyeTCs.

Turexs Harpepaercsi MOCTEIEHHO OT KOMHAT-
moit temmeparypn o 180—190°C B Tedenme
~1,5 4. BeepiKka Ipu 910il TeMmepaType Koje6-
Jercs B BaBUCUMOCTH OT BEJWIVHE HABECKH OT
1,5 mo 3,5 w. Jlas BarpeBaBUsA THUTIA CILY/KHUT
Tpy6uaTasg IeYs WIM CHHPAIbL CONPOTHBIEHMUS
(mpm paGore Ha mPHGOpPaX, MOKAZAHHEIX HA PUC. O
u 6 COOTBETCTBEHHO).

Ilockonsky B  mpuGope, U300PaKEHHOM
Ha pHC. D, AUCTHIIHPYIOTCA OONBIINE HABECKH
1esnsi, TO B HIFKHEH 9acTh KOJOH HIPeycMOTPEHA
KOJNbIeBAasg KaHABKA s CKOHAEHCHPOBABINETOCsH
mesus.

Tlo oOKOHWYAHWE [UCTHAIANMEN NPHOOP OXJja-
JKIAaeTca 0 KOMHATHOW  TeMIeparypsl, OT-
COeUHSAETCS OT BAKYYMHOH CHCTEMBl U 3amoJ-
HseTCA UHEePTHHIM TasoM. Tureib wu3BIeKaercs
IpH TOMOIU CHEINaJbHOTO 3aXBaTA WIH BMeCTe
¢ KBapIEeBO#l MONCTABKOM.

Anaan3s octaTKa mocie JUCTHIIAINI

Ins  ompemeleHHs COMEP/RAHUA  KUCTQPOJA
B Ie3dH Heo0XOJUMO 3HATH BEeIHMHY\, HABECKI
1e3usi W KOJMYECTBO IE3Ws, COCUHETHOr0 ¢ Kuc-
JOpOOM B OCTAaTKe Imocje mucTHiLianmm. Bean-
9UHY HABECKH Ie3Usi HAXONAT JubQ 10 pasHoCTH
BECOB aMIYJH C Ie3WeM M IYegoii aMIimyJsisl mocie
AUCTIIIANAE, 1u60 TUTPOBAMNIGM BOJHOTO pac-
TBOPA THIPOOKNUCH Ie3MUs¥; JEBUBAIEHTHOM KOTUde-
CTBY OTOTHAHHOIO I€3WA. HOJIUYIECTBO Ie3Us
B ocTaTKe DoOCIe MUCTUIAIUN OIpeeIAeTCs
THTPOBAHMEM erLg \BojEoro pactopa. I'mapo-
OKWCH I[e3WA HEPLAIHO B3AMMOJIEMCTBYET C yTie-
KUCIOTOH BEBAYXa, [0O9TOMY IPH THTPOBAHUU
cieyeT IMPMEMMATH MePH JIJI 3aIUTH PacTBOPA
or COy Ecim jxe TUTPOBAHWE NPOBOJUTCA
Ha BOBJyXe, TO HEOOXOAWMO IOJbH30BATHCS TAKUM
MHZARATOPOM, DU MOMOIIN KOTOPOTO OTTHTPOBEI-
pdioTCs) Bce yTiexmcasie conn mesus. o xomm-
qecTBY IEN0YM, YKBUBAJEHTHON KOIUYECTBY KUC-
Jopofa, W HaBeCKe I@3HsI PACCUUTHIBAGTCA KOH-
MeHTpanus KHCIOPOJa B IE3WIH.

V3 moryueHHBIX [JAHHBIX BEIYNTAETCs 3HAYEHUE
COfeP/KAHEA KHUCJIOPO/A, HalileHHOe NPHU IIpPOBe-
IEeHUT XO0JO0CTOTO OMEITA W OTHECeHHOE K HaBECKe
1e3usl.
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OneHKa 9yBCTBHTEIBHOCTH, IPABHIBHOCTH
H BOCHPOHM3BOIMMOCTH METOAA

HecmoTpsa Ha TIIaTeIbHYI0 HOATOTOBKY ammapa-
TYpH K amanu3y (OYMCTKA IIOBEPXHOCTH U oOeara-
JKUBAHUE BCEX Jierasieil mpubopa), HEIb3sA He ydu-
THIBATH B3AWMMOJENCTBUA IE3WA C OCTATOYHBIMH
razaMm, MAaTepHaJOM THUIJIS M CTeKIAHHOH aMmy-
JIofl. JTO B3aMMOMIENCTBUE MOYKET BHECTH CHCTEMA-
THUECKYI0 OmuOKYy B Pe3yJIbTAaTH AaHAJIUsa I
TO2TOMY [IOJ;KHO YYUTHIBATHCA B BIIE HONPABKH
X0JIOCTOTO OMBITa. BeamdnHa MONPABRE X0JIO0CTOIO
OIEITA OIpeJeiseT W TyBCTBUTEABHOCTH METOJA.
Ilist BHIMECIIEHUS 9TOIl NMONPABKHA CIEJ0BANO OB
OCYIECTBUTH AHAJINS BECEMA UUCTOI0 Ie3Nns, Ipak-
THYeCKH He cojepskamero ruciopopa. OmEako
BBUJy OTCYTCTBUA TAaKODQ MeTallla [ OIeHKH
YYBCTBUATEILHOCTH <METONA (BEIMIUHEL IIOOPABKI
X0510cTOT0 OombITa)( OBLI HWCIOIb30BAH KOCBEHHMII
npueM. AHaJIM3UPOBAANCH Majble HaBeCKZ (B oC-
vosHOM mHe Ooupme 0,3 2) AUCTUIIMPOBAHHOTO
nesus. B TaRoi HaBecKe COOCTBEHHOE COAep:Ka-
HEE KHCIOPOHA HWITOKHO, HO 3TOT0 KOIHMYECTBA
mesmsi HOGIATOYHO s TOTO, YTOOH IAPHL €ro
OPOPEATHPOBATN C OCTATOUHBIMU Ta3aMu, Mare-
pHafoM TULJIA M CTeKIsAHHOE ammymdoil. [{ma B-
qUCHeHHUs] IOHPABKE XOJOCTOTO OIBITA KOJHYe-
CTBO HAIJEHHOT0 B 9TUX OIBITAX KHUCJIOPoAa GBLIO
OTHECEHO K Becy aHAJM3UPyeMoil OOBUHO IPOGH
1 =z 3 e.

Hexoropsie m3 9TUX pPE3yIbTATOB IIPHUBEJEHEI
B ta0x. 1. Kax BmgHO M3 9TON TaGIMIBI, CTaH-

3HAUEHNA BEANYMHLI MONPABKI
X0JIOCTOr'0 OmbITA

Tabanmma 1

3HaueHue MOIPABKU XO0JIO-
Hasecka }fﬁﬂ;?{é,%%?? eroro oggl};rsog%lz, OREe
nesud, 2 B OCTaTKe
x10-5, &
1e 3e
0,153 4,2 0,0042 0,0013
0,250 3,14 0,0034 0,0011
0,270 8,1 0,0081 0,0026
0,272 4,1 0,0041 0,0013
0,312 9,0 0,0090 0,0030
0,380 6,4 0,0064 0,0020
0,470 58 0,0053 0,0016
0,532 3,0 0,0030 0,0010
Cpeguee 0,0058 0,0017
CrasgaprHOe
OTKJIOHEe-
e, % 0,0022 0,0007
IDIpumeuanue. Temmeparypa onmTa 180—190°C;
BpeMA OUCTHJIATNM 3 4.
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PesyabTaTsl onpefeleHns KHCJIOpoxa Tabauma 2

B HamOojee YHMCTBHIX Oo0pa3max Nnes3usd

Hasecka Copmepanue Hasecka Comepsxanue

nesmus, me ““0“%90113’ mesus, me RMCﬂ%pona,
1730 0,0029 2520 0,0024
1810 0,0027 2550 0,0026
1830 0,0014 2620 0,0035
1920 0,0039 3400 0,0021
2200 0,0027

NapTHOE OTKJIOHEHWE XOJIOCTOrO OIBITA COCTABIAET
740% m 2,2.1073% pmaa masecork B 3 u 1 e,
a YYBCTBHUTENBHOCTH ompejenenus ~2-107% u
~6-10-3 Bec.% COOTBETCTBEHHO, €CJIAM MCXOIUTH
u3 30-KpUTepH.

Taxasg OIEHKA YYBCTBUTEABHOCTH OBLIA IOJ-
TBeP/KIEHA B JajbHENIeM NpU aHAIHSe Pasimd-
HEIX 00pasmoB nesus. B Hanboee IMCTHIX IO KHUC-
mopoxy oGpasmax Iesusi, CofepsRaHume KUCIOPOLA
B KOTODHIX OBLIO OJMBKO K YKA3aHHOMY BHIIIE
mpejesy YyBCTBHTENBHOCTU METOMA, Pe3yIbTaThl
KOJINUECTBEHHOT'0 OIpeJelNeHus KHCI0poga OKa-
3alUCh HE3ABUCHMBIMI OT BEJWYNHH HABECKH W
ONPEeeNANNCh B OCHOBHOM TOJBKO BEIWINHON
OONpPaBKU XO0J0CTOr0 ometa (radm. 2).

Il mpoBepKH HPABUIBHOCTU METOJA AHAIU3A
ObIa OpOBefeHA Cephus ONBITOB Ha o00pasiax
C JI03UPOBAHHEIM KOJMYIECTBOM KHCIOPOHA (OIBITHI
«BBeieHO — HammeHo»). llepBomagampHOE Ccomep-
JKAQHMe KHUCJIOPOJa B 9THX 00pasmax COCTABIAIO
0,021 # 0,002 Bec.%. OmeTel TPOBOAUIUCH
B mpubope, u3obpakeHHOM Ha puc. 6, B,cOOTBeT-
CTBHU C ONMCAHHON METOWKON. AMIyJa C IesmeMm
moMemajach B KpaH Ipubopa, ‘BCKpHBaJach H
cOpacsBamach B THIelb. 3aTeM ‘B Bpubop BBO-
OUJICS YHCTHIA KHUCJIOPOJ, KOTOPHI pearmpoBai
¢ mesmeM Ha Xxosoxy. HumCropo[x BBoOpmics Mep-
JIEHHO ¥ MAJHMHU NIODKWAME,; 9TOOB u30e/KaTh
pasorpeBaHus Ie3us M QOPABOBAHES IMEPEKUCHEIX
coemunenuit. [lo pa8HOCTW [aBieHWE [0 W TOCIE
MOIJIONIEHUs KHUETOPOLa OIPEeIsIioch KOJIde-
CTBO BBEJIEHHOI'O\ KHCIOPOsia. KoamdecTBo BBOJIU-
MOI0 KHCJIOPO/a B~ ONHCHBAEMBIX OIBITaX OBLIO
COMBMEPHUMO G, COJep/KaHMeM ero B Ipolbe, IPEeBH-
mas ero“s jiBa — dersipe pasa. PesyabTaThl ObI-
TOB IpeficTaBiiensl B Taba. 3. Haxk BumHO M3 810
Ta0JIuIkL, IaHHBE AHAJIU3a BEChMA YIOBIETBOPU-
TEJIBHO COIJIACYIOTCS C KOJMYECTBOM BBEIEHHOI'O
KHCJIOPO/ia M CPEHHUI BO3BPAT KUCIOPOLA COCTAB-
ager 97%.

Ilpencrasierune O BOCHPOUBBOJUMOCTH OIpe-
JIeJeHnii MOKHO IOJyduTh m3 Tabm. 4. B meit
OpUBEEHBl Pe3yJbTATH AHAAMU3A PA3JIUYHEIX T1ap-

PesyabTarsl apanmsa o0pasmos uesun* TabGaumma 3
C J03MPOBAHHBIM KOAMYECTBOM KHCJIOPOIA

(onBITHI «BBEJEHO — HAIEHO»)

Hagecrka | Bsemeno |HoikuO ObiTh | Haiimeno Omubra
nesus, | KHUCJIOPO- | Kuciaopona, KHCJI0pO- ompeneJe-
M2 na, % % na, % Hud, %
585 0,083 0,104 0,100 —4
468 0,072 0,093 0,095 +2,4
462 0,050 0,071 0,070 —15%4
649 0,036 0,057 0,055 —3,5
703 0,047 0,068 0,061 —~10,3
368 0,070 0,091 0,093 2,2
511 0,050 0,071 0,066 —17,0
358 0,062 0,083 0,078 —6,0
419 0,054 0,075 @, 074 —1,3
* CoGCcTBEHHOE COMeP:KAHUe KUGIOpoma B IEe3UU COCTaB-
aano 0,021 + 0,002 Bec.%.

PesyabraTel aHaan3a MapTHii
METalInYeCKOro Iie3us

Tabnuma 4

Tlaprug 4 Ilaprus 2
HaBeCKa mesufl,| COUEDKAHNE || papocka means, | COACPHAHME
M2 KICJI0pOna, Mme KUCJ0poaa,
% %

328 0,023 2660 0,026
647 0,024 1620 0,029
474 0,020 1560 0,031
600 0,015 3210 0,033
436 0,023 770 0,027
584 0,022 1860 0,028
572 0,021

719 0,023

466 0,016 Cpeguee 0,029
372 0,024 Crangapraoe

OTRJIIOHE-
"ue, % 0,0011

Cpemuee 0,021
CrangaprHO®

OTKJIOHE-

ame, % 0,0011

THH MeTAJJIMYeCKOTOo mesusi. Hax BumHO u3 Ta0-
JHIE, CTAHAAPTHOE OTKJIOHEHHE  COCTaBJAET
~1:1073% npua comepsKaHmit KUCIOPOHA MOPAMKA
2.10-2—3.10-2 mBec.%.

Ha ocHOBaHMN WBI0/KEHHOIO BHIIIE MOKHO
CelIaTh CIEYION[He BEIBOJIHI:

1. Ilpemiosena u paspaboraHa MeTOJUKa Ompe-
IEeJNeHUs] KHUCJIOPOJA B METAJJIUIeCKOM I[€3UI,
OCHOBAaHHAS HA OTJEJEHWH OKHCH OT Merajia
myTeM AUCTUJLIATUE TOCIeIHEr0 B Bakyyme. Pac-
CMOTPEHH TePMOAMHAMHUYECKHE OCHOBEL METO[A M
DKCIIePUMEHTAJIbHO YCTAHOBJIEH ONTHMAJIBHEI pe-
JROM  JUCTHIISIUU (TeMIeparypa, BpeMs, BeJu-
YUHA HABECKHU, MaTepHaj THUIIs).
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2. Paspaborara @ uCHBTAaHA anmapaTypa miId
NpOBeJeHNs aHalInu3a U BCIOMOTareJIbHEIE IPH-
cHoco0IeHsT s pachacoBKU M Pa@UHIPOBAHIA
1[e3HS.

3. B coorBercTBHI ¢ PA3IMUHBIMU BAIIPOCAMUT
NPAaKTHKA OpeAI0sKeHEl JIBA BapuWanTa TaROM
anmapaTypol.

4. Ilokasamo, 4TO YYBCTBHUTEIHHOCTL IPEIO-
JREHHOTO METO/]a OIIPe/eJeHUs KUCIOPO/IA B META-
amgecKkoMm tesnu pasaa ~2-107% u 6.10-3 Bec. %
npu HaBecke 3 U 1 2 COOTBETCTBEHHO.

Bocmponssopumocts MeTona, OneHUBAEMAasi Be-
AWYMHON CTAHZAPTHOIO OTKJIOHEHWSI, COCTABIAET
~1-1072% mpu comep/RaHWE KUCJIOPOTA TODPII-
ka 2-10-2—3.10-2 Bec.%.

ITocrynumna B Pegaxmuio 13/111 1967 1.
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MHRPOBOJ/IHOBOI'O H3JIYy4YE€HHA

maTh MIPOABJICHUS HEKOTOPHIX AHOMAldil maiyde-
HUSI, UTO B CBOIO OUYEpeb MOKeT OBITH CJejcT-
BUEM PAa3BUTHA HEYCTOMIMBOCTEIN.

ITonpoGHOE ommcanme uUCIONB3YyEeMOIl ammapa-
TYpPBHl U METOJUKI M3MEPeHuil MpuBegeHo B pado-
te [4]. 31ech manaraoTes I 0GCYKIAIOTCS TOABKO
OKOHYATEJIbHBIE PE3YJIbTaThl BHIIOJIHEHHBIX HCCIIe-
JMIOBAHUIL.

Wnrerpanapapie MUKPOBOIHOBBIE U3MepPeHUs

Biok-cxema BKCIEPUMEHTATHHON MBMEPUTETIh-
HOIl ycraHOBKH m306paskena Ha pue. 1.

B xadecrBe mpmMeMHUKA OJIEKTPOMATHHTHOIO
CUTHAJIA WCIOIb30BAJICH OXJasKIAeMbIil TyBCTBI-
TEJTBHBI DJIEMEHT U3 AaHTUMOHHMAA wuHAuUSA [4]
100 00BIIHBI KpucTaLTHIecKuil nererrop. Usmry-
TYEeHTe IIa3Mbl OJJHOBPEMEHHO HAaGI01aI0Ch 10 He-
CKROJIBKUM KaHAJIaM § B PAB3JIUIHBHIX YIACTKAX
TOPOUJATHHON KaMepHl.

B pesyabprare meproil cepum msMepeHuit OBLIO
YCTAHOBJIEHO, YTO IIIa3dMa Ha YCTAHOBKAX THIA
«ToraMak» sABIAETCA WMCTOUHUKOM WHTEHCHBHOI'O
DJIEKTPOMATHUTHOTO W3IyYeHWs B JHATIa30HE MHI-
anverposeix guuH BoaH. Ha pme. 2, @, 6 mpu-




