H3BECITHH
TOMCKOI'O OPIEHA TPYJOBOI'0O KPACHOI'O 3BHAMEHMU ITOJIUTEXHHUYECKOI'O
NHCTUTYTA umenn C. M. KHPOBA

Tom 128 1965

10. JI. JIEJIBUYK, B. b. COKOJIOBHY, E. A. KYPBIIIEBA

JJIOMUHECUEHTHOE OMNPEJLEJIEHUE CJELOB AJIOMHUHMUSA
B OJIOBE BbICOKOH YHCTOTbI

(ITpeycraBiena HayuyHbBIM CEMHHAPOM XHMHKO-TEXHOJOTHUeCKoro (axy/brera)

CylecTByloliue XUMHUECKHE METO/bl ONpeJeeHHs] CJAe10B aJIOMHHH
B 0JIOBE BBICOKOH UYHCTOTBI JJUTEJNbHBI, TPYAOEMKH, 00/1a1al0T HU3KOH UYB-
CTBHTEJBHOCTbIO, MJOXOH BOCHPOM3BOAUMOCTbIO M TpeOylOT O00JbUIYIO Ha-
BEeCKY aHaJu3upyeMoro oJjoBa. Mcnosb3yembiii B Hacrosulee BpeMs CIEK-
TpaJbHBIH METOJ HMeeT YyBCTBHUTesibHOCTH 3:10~ 19 . ITorpemnocts omnpe-
JI€JIEHHUSI HA 1OpPOre UYBCTBUTEJIBHOCTH METO/a BeJUKA.

B nouckax 6osiee 4yBCTBHTE/JIBHOrO U GOJee TOYHOTO METOJa Mbl U3Y-
UUJIM HMEIOLIMECS JHTEepPATYpPHLIE JaHHbBIE MO BONPOCY JIOMHHECLEHTHOTO
OnpeJe/IeHuss aJlOMHHHSI C CaJHLHIa/Ib-0PTO-aMUHO(DEHOJO0M, 3KCIEePUMEH-
TaJbHO J0Ka3a/H BO3MOKHOCTb MCIOJB30BAHHSA 3TOrO PEaKTHBA /s ONpe-
JeJIeHHS CJI€JI0B aJIOMHHHMS B OJIOBE BBICOKOI YHCTOTHI M YCTAHOBUJIU BCE
JleTaji MeToJa NPH COoAepzKaHHM aJioMUHHsT B npejenax 4:107°—5:10-79.

Canuuunanb-opro-aMuHOMeHos Obl1 npeaaoxen B 1953 rony Xodbli-
OoexepoM [1] nast oOHapyzKeHHST M MOJYKOJIHUYECTBEHHOTO ONpE/IeeHUs cie-
JIOB aJIIOMHHHSA. YCJIOBHSI KOJHYECTBEHHOTO JIOMHUHECIIEHTHOTO OTpe/e/ eHHs
CJI€JIOB aJIOMHHHS C 3THM PEAaKTHBOM NOAPOOHO u3yuua BokeBosabHOB [2],
KOJIHYECTBEHHDbIE METOJABI ONPEIe/JCHUS CJ€/0B aJIOMHHUS B  YKCYCHOKH-
C/JIOM HATpHH, B NMEPEKHCH BOJAOPOAA, B KHC/JIOTAx COJSHOI, CepHOM, asor-
HOH M (TOPUCTOBOAOPOJAHONH padpaborann boxkeBoabuoB u  SHuies-
ckas (3], B coasax cBuHuna— Kaumos, JluakosBckass u Kosauenko [4], B
kpacHoM ¢ocope — HupieBa, CazonoBa u Kanuiosuu [5].

[To nmanubim bBoxeBoabHoBa [3], KpoMe aJIOMHHHSI HHKaKHe JIpyrde
KATHOHBI NIPH COJePKaHUH HX M0 25 MKe B 5 MA pactBopa C CaJULUIAJb-
OpTO-aMHHO(EHOJOM He BBI3BIBAIOT (uyopecleHunu. [acat dayopecien-
IIHI0 KOMIJIEKCA aJIOMHHHSI €  CaJHUHIAAb-OPTO-aMUHO(EHOJOM MeIb U
JKesae3o B KoauyectBax Oouabwinx 0,1 mxe B 5 ma. :

Ha uucteix cosiXx M cMecsix coJieif Mpl H3YYHJIH BJAHSHUE '0J0BA U Do
BHHHOKHCJ/JIOTO KOMILIEKCA Ha XOJ JIOMHHECIEHTHOTO OINpeJIesaeHus CJea0B
amomuuus. ONpITHl MOKA3aJH, YTO 0J0BO JOJKHO OBITh IOJHOCTBIO yiaJe-
Ho. C/eabl €ro BBI3BIBAIOT YCUAeHHe (yopecleHIHnH KOMIIJIEKCa aJIOMHHUS,
a 3aMeTHBIe KOJIHYeCTBA NPUBOAAT K BBINAACHHIO NPOAYKTOB THIPOIH3A
€ro coJiefl, JeJalouluX HEBO3MOXKHBIM H3MepeHHe HHTEHCHBHOCTH CBEUYECHHS
KoMnJiekca agioMunus. ITonbITKM ycTpaHeHHs Mewaroulero BJAHSHHS OJOBA
CBA3BIBAHHEM €r0 B BUHHOKHC/BIH KOMIIEKC TIOJNOKHTENbHBIX pe3yJbTaToB
He JaJu.
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M3 HeckONbKMX BapHAHTOB, NMPOBEPCHHBIX HAaMH, JYUYLIUM OKasaJjcs
METOJ| yJAaJeHHs 0JioBa B BHJE XJOPHOIO 0JI0BA IPH Pas/OKeHUH HaBeCKH
aHaJHU3UPYEMOrO 0J10Ba CMECbIO OUHILIEHHBIX OT CJEJ0B METAJ/JOB COJSHOM
KHC/JIOTBI, OPOMHCTOBOJOPOAHON KHCIOTHI W Opoma. TpexkpaTHoe BbiapH-
BaHHe pacTBOpa Jocyxa roc/ae J00aBjeHHs] Kax/Ablil pa3 COISHOH KHCAOTHI
NO3BOJISIET NPAKTUYECKH TOJHOCTbIO YAAJHTh OJOBO H3 aHAJU3HPYEMOTO
pacrBopa. :

B xoae uccienoBaHus HaMU TNpPOBEpPeHbl BJAMSHHE OOBIYHO BCTpeyalo-
LlUXcsl IpUMecedl B 0JI0B€ BBICOKOH UMCTOTBl Ha XOJ . JIIOMHHECIEHTHOTO
onpejeJeHust aJIOMUHHUS C CaJHLIMAAJAb-OPTO-aMUHO(PEHOJOM, 3P eKTUB-
HOCTb OUMCTKH OT CJI€JIOB QJIOMHHHs alleTaTHOH OydepHOil cMmecH Ha
annonute IJID-10 ¢ momolblo JIOMOra/lHOHA 110 IMETOAHKE, OMHCAHHOI
boxeBonbHOBBIM, BausHue pH pacTBopa u BpeMsi BBIIAEPXKHBAHHS KOM-
nJeKca Ha HHTEHCHBHOCTb €ro CBeYeHHs, YCTAHOBUJIN HEOOXOAHUMOCTb CTPO-
rOro peryJaupoBaHHsi YYBCTBHTEABHOCTH  JIIOMHHECHEHTHOH  YCTaHOBKH
nepej KaxJAoifl cepHell U3MepeHHH, HU3YUW/JIU YCJAOBHSI ONpeLeseHUs alio-
MHHHUS METOJOM KaJaHOpOBOYHOro rpaduka M MeToJOM A006aBOK M P
JAPYTHX YCJIOBHH, 06GeCcHeuHBAIOIIHX BBICOKOYYBCTBHTE/IBHOE OIlpeaeieHne
C/JIe70B AJIOMHHHSI 3THM METOJO0M.
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Puc. 1. CxeMa JIOMHHECIIEHTHOH VYCTaHOBKH: 1) cXxeMa BKJIOYEHH:' JaM-
net TTPK-2; 2) snamna ITPK-2 ¢ BoasiHBIM — OXJaxJdeHHeM; 3) CBeTOQHJBbTD
YOC-3; 4) KioBeTa ¢ aHAJIM3HPYEMbIM PAacTBOPOM; 5) aXPOMATHYECKMH KOH-
nencatop ¢ F=94 um; 6) ¢urypuas auadparma; 7) MoHOXpomaTop YM-2;
8) racsauiee conportusienue; 9) doroymHOKHTEM DPIY-19M; 10) KUIOBOJIBT-
merp Tuna M4; 11) marpyska ®OY-19M; 12) musamBobTMHKpoamnepmerp M
198/2; 13) wmaGop 6Garapeit mo 1600 g; 14) Bkaouatenb THma TyM6Jep;
15) curHa/jbHas JaMmIouka Bi/oueHds tuna POY-19M; 16) namnouka ocse-

LeHHUS.

B pesyabrare ucciaegoBaHud paspaboTaHa MeTOAMKA JIIOMHHECIeHT-
HOrO OMpeJeaeHHs CJe/l0B aJIOMHUHHS B OJIOBE BBICOKOH UHCTOTBI C YyB-
cTBUTeNbHOCTBIO 1°10 ~%— 51079 npu rpaMMoBOil HaBecKe aHaJaH3HpYe-
MOTO 0JIOBA.
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MeTo OCHOBAaH Ha pAas3joKEHHHM HABeCKH aHaJH3UPYEMOro  0J0Ba
CMeCBIO COJISHON KHCJAOTHI, 6POMHCTOBOAOPCAHON KUCJAOTHL U 6poMa, yjaaJe-
HHHM 0J0Ba TPEXKPATHBLIM BBITaPHBAHHEM pAacTBOPa ¢ CONSHOH KHC/IOTOI
npu Temneparype 85—90°C, pacTBOpeHHH CYyXOro OCTaTKa B BO3MOXKHO Ma-
JIOM KOJIHUeCTBe COJISIHOH KMCJAOThI, pazbaB/JeHHH pacTBOpa /0 OlpeJeleH-
Horo oObeMa aleratHoil 6ydepHoll cMecblo, OYHIIeHHOH OT CJAe10B aJloMH-
JiMsE JIOMOTAJIHOHOM Ha anuonute DJ19-10, nobaBaeHuH K aJUKBOTHOI
yactu pactBopa 0,1%-HOro ameToHOBOro pacTBopa CaJHIHIaJ]b-0OPTO-AMH-
Ho(heHos1a U ONpEeIeJCHHH COAEpXKaHUs aJdlOMHHHS Ha JIOMHHECHEHTHOI
yCTAHOBKe IO HHTEHCHBHOCTH CBeueHHs 00pasymollerocs KOMILIeKca
npu 520 my.

Hama JioMuHecieHTHass yCTAHOBKAa COCTOHT H3  PTYTHO-KBapLeBoOil
aavnel [TPK-2, cBetrodpuabrpa YOC-3, yHHBepcaJbHOrO MOHOXpOMAaTOpa
VYM-2, dortoymuoxuteas PIY-T9M n  MHIIHBOJLT-MHKpPOaMIepMerpa
M 198/2. Cxema npubopa npupeneHa Ha puc. l.

[Ipu comepxkanuu MeiH H Keje3a B 0JOBE BBICOKOH UHCTOTBHI MeHee
510 =19, JOMHHECIIEHTHOe OKOHUAaHHEe ONpeaes]eHHsi MOKeT ObITb BHIIIOJ-
HEHO HJH 110 KaJUOPOBOYHOMY TpaduKy HJAH MeTOAOM J106aBOK, npu GoJee
BBICOKHX COJEpKaHUsAX — TOJAbKO MeTOA0M 100aBOK.

CoasHast Kuc/a0Ta, GPOMHCTOBOJOPOAHAS KHCJOTAa M GPOM OYHUIAKOT-
Csi OT CJelOB METAJ/JIOB TPeX-YeThIPeXKPAaTHOH TEepPeronkod B KBApUEBOM
lleperoHHOM ammnapare.

s ouncTKH aueratHoil OydepHOil cMecH OT CJAeA0B aJIOMHHHSA Ha
kKazxable 100 ma cmecu nob6asasercs no 5 ma 0,19 -Horo BogHOro pacTBopa
JioMoraJiiona. PacTBop BblJepzkuBaeTcsi 1 yac W 3aTeM TNpPONYCKaeTcs
yepe3 xpomatorpauueckyio KOJOHKY, HAMOJHEHHYIO anHuonuToM J19-10
co ckopoctbio 130 ma/cm? B uac.

Pasnoxkenne HaBecku u yjaajeHne ojoBa jaaurcsa 3,5—4 uvaca, JOMH-
HeCleHTHOe OKOHuYaHue — 1,5—2 uaca. Omubka onpeieneHdss He MpeBbI-
maeTr 20—259% OTHOCHTEIbLHBIX.

Tab6auma 1

[IpoBepka TOYHOCTH JIOMMHECHEHTHOrO ONpejeJeHHs aJioMHHUS
METOJ0OM H00aBOK

Basito Al ‘ Hafineno Al AocolioTHas OTHOCHTENbHAS
MK2 MKC2 omu6Ka, omunoka, %
MK2
0,300 0,324 40,021 +8,0
0,300 0,288 —0,012 —4,0
0,300 0,273 —0,027 —9,0
0,200 0,229 -+0,029 +14,5
0,200 0,222 --0,022 +11,0
0,200 0,213 +0,013 +6,5
0,200 0,191 —0,009 —4,5
0,200 0,201 0,001 -+0,5
0,200 0,180 —0,020 —10,0
0,200 - 0,232 40,032 16,0
0,020 0,017 —0,003 —15,0
0,020 0,022 --0,002 -+10,0

B rals1. 1 npuBefeHa 4acTb NaHHBIX, NOJYYCHHBIX HAMH NIPH IPOBePKe
TOYHOCTH MeTOJla Ha CTaHJAapTHOM pacTBOpPe COJM aJIOMHHHA, TNpOBeJeH-
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HOM uepe3 BCe CTaAMH 00palOTKH = HAaBECKH 0J0BA BBICOKOH UHCTOTHI,
B Tabs. 2 — pe3yabTaThl NapaJ/ijeJbHbIX ONpelAedeHHl CIeL0B  aJlOMITHHUSI
B JBYX o0pasuax 0Jio0Ba BbICOKOH UYHCTOTHI.

Ta6auna 2

PesyabTaThl napadgesbHbIX ONpeAeNeHHH aJlOMHHMA B 0JI0Be BBICOKDI
YUCTOTHI JIIOMHHECUEHTHBIM MeTOI0M

Ne Haitneno Al | Cp. snauenne, | OTKIOHEHHE OT O:;;f:eer}gle or
1npo6 % % cpeanero, % Vs
8, 51072 Yoik i 51 i T il R
52108 —1,5-10~° =20 4
R o, 36,5:10"5 w74
22 72uD | 6,7-10~5 40,5-1075 + 7.4
6.3:10~° —0,4.1075 g
11,0.107° | +4,3.1075 +64,2
1 :92:90% hgr1008 4.5
1,16-107* EL el i s —9,3
28 1,55-10* i BT S T, BT 131, 1
1,35-10~* +0;7-1075 i e
1,10.107* 248109 +14,0

Xon adajdu3za

K mnasecke oJsoBa B npenenax | e B UIHPOKOM M HHM3KOM KBap-
[IeBOM CTaKaHu¥MKe eMKOCTblO d0—60 M4, nOKPBITOM 4YacCOBBIM CTEKJIOM H
MOTPYKEHHOM HAroJOBHHY B XOJOJAHYIO BOAY, /J00aBJAsAIOT 2 M4  COJISIHOM
KHCJIOTHI, 2,5 MA OPOMUCTOBOJOPOAHONH KHCJAOTBI U OCTOPOZKHO MO Kamasm
1,5 ma 6poma. ITocse npexkpaiienuss 6ypHoOil peakllMd yacoBOe CTEKJIO CHH-
Maetcsi, OOMBIBaeTCsl U CTAKAHUMK MEPeHOCST Ha MOKPBITHIIl Te(JIOHOM CTO-
JUK JJs1 JlajbHeHlero pas3/oXKeHuss HaBeCKH U YAaJeHHus O0Ji0Ba MO CV-
HIHJAbHOH 3JeKTposaMnoi npu Ttemneparype 85—90°C. IlepBoe BblnapuBa-
HHEe TPOM3BOAAT L0 UyThb BJaxHoro ocrarka. K ocratky po6asasiior | ma
coassHONl KHca0Thl (1:1) u BEImapuBawTt jgocyxa, nobasasior eute 0,5 ma co-
JIAHOIl KHCJOTBI M B TPeTHH pas BbIIapHBAIOT J0CyXd.

IIpu copepxanuu anomuuus B npegenax 10~ 4— 10 %9 cyxoi ocra-
TOK CMayHBaIOT 6 KamasiMH COJISTHOH KHCJAOTHL (1:4), nmepeBoAST OUHIICHHOI
JIIOMOTaJ/IJIMOHOM alleTaTHOH Oydepnoit cMmecbio ¢ pH 5,4 B mepHyio koady
e€MKOCTbIO 25 MA W JOBOASIT 3THM pacTBOpPOM 10 MeTKH. M3 mosayuennoro
pactBopa OepyT 2,50 M2 M B MepHOIl Koa0e pa3baBasiioT 10 25 MA alueTaTHol
Oy¢epuoii cmecnio ¢ pH 5,8—6,0.

Anasiornunble onepauud MOBTOPSIIOT U ¢ MyCToi npoboil, Kyga po06as-
JISIIOTCSl BCE Te K€ PEAaKTHUBbI, B TAKHUX K€ KOJHYeCTBAX U TAaKOH Ke rocJe-
JIOBATEJbHOCTH.

IIpu conep:kanuun agmomuuus B npeienax 10-6—10-79 onpegene-
HHe ero BEAYT M3 BCeil HaBeCKHM 0J0Ba. B 3TOM cayuae mocsae cMauuBaHus
cyxoro octatka 6 kanagmm conasHoil kucaotol (1:4) jpo6asasior 9,7 ma
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aneratHoii 6ydepHoil cMecH, ¢ TeM, yTOGLl 00U 06BbEM pacTBOpa paBHSII-
ca 10 ma. :

[Ipu oxoHuaHuu onpeneneHuss METOAOM J106aBOK B 4 THIATEJbLHO BbI-
MBIThle KOHHYeCKHe KOJ004YKH JaloT no 4,7 ma aneratHoil 6ydepHoil cMecH
¢ pH 5,8—6,0. B nepByto kon60UKy [100aBJAIOT 5 MA, MYCTOI POOHI, BO
BTOPYIO — 5 M2 pacTBopa npobbl 0J10Ba, B TPEThIO — 5 MA PacTBOpPa 0JI0Bd
I 106aBKy H3BECTHOTO KOJIHMYECTBA aJIOMHHHS, B UETBEPTYIO — 5 MA pacT-
Bopa npoObl 0JI0BAa M APYryl0 A00AaBKY H3BECTHOI'O KOJHUYECTBA AJIOMMHHUS.
3areM B KaxAyl H3 3THX KoJgabouek jpobasasiior mo 0,3 ma 0,19% -noro
AleTOHOBOTO pAacTBOPA CaJHMUH/Ia/1b-OPTO-aMHHO(DEHO/1a, 3aKpPBIBAIOT MHX
npoOKaMy, 3aUlMUIEHHBIMH TOHKOH MOJH3THJICHOBOH IJIGHKOH, TUIATEJIbHO
nepeMelIMBalOT U 4yepe3 S50 MHUHYT H3MepSIIOT HHTeHCHBHOCTb CBEYEHHS
KOMIIJIEKCa aJIOMHHHS Ha JIIOMHHECUEHTHOI ycTaHoBKe npu 520 mpu.

Cozepkanue ajioMHHHs B aIUKBOTE ONPEESIOT 10 (opMyJie

o Dai (Ig—1))

Itip—1In

BA]

y

rae  Bai — Bec aqlOMHHMS B aAHKBOTHOH 4acCTH pacTBopa (5 M) B MK2,
Djy — Bec n06aBA€HHOTO AJTIOMUHHS B MKZ;
/1 — nOKasaHUsE MHJNMBOJLTMUKPOAMIEPMETPA B A IpH H3Mepe-
HUH MHTEHCHBHOCTH CBEUYEHHS aHaJU3UPyeMOi 1npoOHl;
/, — moKasaHus MHJJIHBOJABTMHKPOAMIepMeTpa B mA npu uaMmepe-
HHUU HHTE€HCHBHOCTH CBEUEHHS IYCTOH NpPOOHI;
Ir4+p — noKasauus MUAJAHBOJABLTMHKpOaMmiepMerpa B mA npu usme-
PEHHH HHTEHCHBHOCTH CBEUEHHS aHaJnW3upyeMoil nmpoObl ¢ J10-
0aBKOfl HM3BECTHOTO KOJHYECTBA aJIOMHHHS.

Bblunc/s10T Bec aJqIOMHHHSI, HCXOAS M3 J00aBKH H3BECTHOrO KOJHUe-
CTBA aJIOMHHHS B TpeTbl0 KOJOOUKY W HMHTEHCHBHOCTH CBEYEHHS 3TOTO
pacTBopa, 3aTeM IIOBTOPSIIOT BbIYHCJEHHE, UCXOAS M3 J00ABKH aJIOMHHHA
B UETBEPTYIO = KOJOOYKY M HHTEHCHBHOCTH CBEYEHHSI COOTBETCTBYIOILEIn
pactBopa. [l1d onmpeae/sieHHs NMPOLEHTA aJIOMHHHS B aHAJU3HPYEMOM 0J10-
Be OepyT CpelHIO apH(METHUeCKYI0 H3 3THX JABVX BeJHUHH.

[IpouneHT anOMHHHS B aHAIU3HPYEMOM 0JI0BE BBIYHCISAIOT TI0 (opMmyiie:

B V- 4
V,-H
rie Ba — BeC aJIOMHHHS B MK2 B aJUKBOTHOH uacTH PAacTBOPA;
Vi — o0beM, B KOTOPOM pacTBOpeHa BCsi HaBecka oJsoBa (250 ma);

V,— o06beM aaukBoTta (5 mz);
H — Bec HaBeCKH 0JI0Ba B rpamMmax.

b

IIpu colxepxKaHHH MeAM M KeJe3a B aHAJH3UPYEMOM 0JIOBe MeHee
5:10 —*9, onpeJeseHHe aJIOMHHHUS MOMKeT ObITb BBHIIOJHEHO IO KaauOpo-
BouHOMY rpaduky. B stom ciayuae B THlaTeIbHO BBHIMBITYIO KOHHYECKYIO
K0J1604KY BHOCHTCS 4,7 MA OUWIIEHHOH JIOMOTaJJIMOHOM alleTaTHoH Oydep-
Hoit cmecu ¢ pH 5,8—6,0, 5 msa ananusupyemoit npo6er, 0,3 ma 0,1%-noro
alleTOHOBOTO pacTBOpa CaJHIHIaJb-0PTO-aMHHO(pEHOJa, TIIaTeJbHO Iepe-
MemiuBaercss u yepe3 50 MHHYT H3MepAeTcd HHTEHCHBHOCTb (CBeYEHHS
pacTBopa.

Anajornunble onepamuu MPoBOAATCsA ¢ MycToil npo6oii. Ot mokasanus
npubopa Assi npobbl 0I0BA OTHHMAIOT IOKasaHus mpubopa MIJasd MyCToi
npoObl U 10 3THM JaHHBIM yCTaHABJAUBAIOT Ha KajJuOPOBOYHOM Tpaduke,
IIOJIYIEHHOM TI0 3TOH Ke MeTOJUKe JJs1 CTaHAapTHOTO pacTBopa ajloMu-
HUsI, HCTHHHOe COJlep;Kalne B AJMKBOTHOH uUacTH pacTBopa npoOhl.
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BriBo b

Paspa6orana MeTOAHKa JIOMHHECLEHTHOIO ONpeAeeH s CJAEeJ0B alto-
MHHHSI B OJIOBE BBLICOKOH UHMCTOTHI ¢ CaJUIHU/IA/Mb-0PTO-aMuHO(penoaoM. Hys-
cTBUTeNbHOCT MeTofa 1°10 ~6—5-107%. Omubka onpejeseHus: He Tmpe-
neimaer 20—259% OTHOCHTEbHBIX.
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