M3BECTHUA
TOMCKOTO OPAEHA TPYJOBOTO KPACHOI'O 3HAMEHH I[TOJIMTEXHHUYECKOI'O
MHCTHUTYTA umeun C. M. KHPOBA

Tom 128 1965

10. JI. JIEJIBYYK, B. . COKOJIOBHY, E. A. KYPBIIIEBA

JIOMHHECUEHTHOE ONPEAEJEHUE CJEAOB AJIIOMHHHUA
B OJIOBE BBICOKOH YHCTOTHI

(Ilpeicrasiena HavuHBIM CEMHUHAPOM XHMHKO-TeXHOJOTH4eCKoro (akyabTeTa)

CyuwecTByIole XHMHUECKIE METOAbl ONpPeIeJeHHs] CJIE0B aJIoMUHHA
B OJIOBE BHICOKOH YHCTOTLI AJIHTEIbHL!, TPYA0EMKH, 06ga13I0T HU3KOH UyB-
CTBHTEJBHOCTBIO, ILIOXOH BOCMPOM3BOAHUMOCTBIO H TpeGylT Ooabliyio Ha-
BeCKy aHajusupyeMoro ogaosa. Mcrnoab3yembl#i B HacTodillee BpeMs CrHek-
TPAJIbHBIH METOJ HMeeT UYBCTBHTEJNbHOCTH 3:10~ 19,. [Torpemnocts onpe-
ACJIEHNST HA NOPOre YYBCTBHTEJABHOCTH METOJa BEJHKA.

B nouckax Gogee 4yBCTBHTEJILHOrO M §OJ€e TOUHOTO METOAA MBI H3Y-
UHJH HMEWLIUeCsd JUTepPATypHLIe JaHHLIe 110 BOHNPOCY JIOMHHECLHEHTHOrO
OnpeaeeHHsT aJTIOMHHHS € Ca/JHUHK.1a/1b-0PTO-aMHHOMEHOJNOM, 3KCIIEPHMEH-
TaJbHO JI0KA3aJH BO3MOKHOCThH HCIO/Ib30BAHHA 3TOMO PEAKTUBA s OIpe-
A€JTEHHS C€/I0B aJOMHHHUSI B OJ0BE BbICOKOH YHCTOTLI M VCTAHOBH/M BCe
AeTaH MeTO/la HPH COjepXKaHum adioMunus B npeaeaax 4:10-5—5:1079;,

Caanunaans-opro-aMmunodenos b1 npegaoxer B 1953 roay Xodabl-
Oexepom [1] 114 0OHapyKeRHA H TOJSYKOJHUECTBEHHOTO OMNPEACIEHHT CJIe-
OB QJIOMHHHS. ¥YCJA0BUS KOJAHUCCTBEHHOTO TIOMHHECHEHTHOTO ONpee/eHus
CJaeJOB AJIOMHHHSI C 9THM PECAKTHBOM NOJApodHO M3yuu1 boxesoasHoB [2],
KOJTHUECTBEHNbIE MeTOALl ONPeleJeHHs CJEI0B aJIOMHHHSL B YKCYCHOKH-
CJIOM HATPHH, B MEPEeKHCH BOJIOPOAd, B KHCJIOTax COJSHON, CepHOH, a30T-
HOH M (BTOPHCTOBOAOPOAHOR pas3padorasn BoMKeBOJLHOB M SIHumiesn-
ckag 3], B coasix cpuHna — Kawmon, Jlugakosckass H KO34YeHKO [4], B
KpacHoM dochope — Hunimesa, Casonoa u Kanugaosuu [5]. ,

IHo nauneiv BoxesosnbroBa [3], KpoMe aJdIOMHHHS HHKAakKie Apyruce
KATHOHBI NIPH COJAEPMAHUM UX o 25 Mmke B 5 ma pacrBOpa C CaqHIUIANDL-
0pTOo-amHiO(eHOIOM HE BHI3HIBAIOT (ayopecuennnn. [acat ¢ayopecien-
NHIO KOMIIJIEKCA aJIOMHHHS € CaJdUUIIAdb-0PTO-aMHHOPEHOJIOM Medb I
Kesre30 B KoaHvecTBax Ooubluux 0,1 Mxe B 5 ma.

Ha 4HCcTBIX coasiX U cMecHX coJell Mp H3VUHJIH BAHSHHC 'OJ0BA H €ro
BHHHOKHCJAOTO KOMIJIEKCA HAa XOA JIOMHHECHEHTHOTO onpefesneludss CJeL0B
aJdIOMHUHNA. OﬂblTbI NMOoKa3aJaH, 4YTO 0J0BO JOJXKHO 6bITI) NOJHOCTBIO yﬂ,ane-
Ho. CJiefibl ero BHI3BIBAIOT yeuaIeHHe GYOPeCUeHIIIH KOMIIeKca AJIOMHHI,
4 3aMETHbIC KOJMYeCTBA NPHBOLAT K BbUIAACHHIO TNPOAYKTOB THAPOJIH3A
€ro coJied, 1eJaloUIMX HEeBO3MOXKHLIM H3MEpPeHHe HHTEHCHBHOCTH CBeYeHMS
KoMIuieKca aJioMuHusA. [IonbITKM ycTpaHenuss Melnaloulero BJHSHHS OJOBA
CBA3BIBAHHEM €r0 B BHHHOKHC/BIH KOMILIEKC ITOJIOXKHTEAbHBIX Pe3y.bTaToB
He gagiu.
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13 HecKOJIBKHX BapHAHTOB, NMPOBEPEHHBbIX HaMH, JYUYLWIHM oKasaJ/csd
METOJ, yAaJieHHs1 0JIOBA B BH/E XJOPHOTO OJIOBA IPH Pas/OKeHHH HABECKH
AHAJH3UPYEMOTO 0JI0Ba CMECBIO OUHLUEHHBIX OT CJAEA0B METa/JIOB COJSHOH
KHCJOTBl, OPOMHCTOBOJOPOAHOH KHCIOTEL U Opoma. TpexkpaTHoe BhHTApH-
BaHHe pacTBOpa Jocyxa Ioche A00aBIeHUsT KaxABlil pa3 COMSHOH KHCJAOTHI
NO3BOJAACT HOPAKTHUECCKH TMOJHOCTBIO YAAJHUTb OJJOBO H3 AHAJMIHPYEMOTO
pacrsopa. ‘

B xofe HccaeroBaHUsi HaMHu NpPOBEpeHbl BAHAHHE OOBIYHO BCTpedalo-
IUXCs NpUMeced B OJOBE BBICOKOH YHCTOTBL Ha XOJ . JIOMUHECHEeHTHOTO
onpefeseHus allOMHHHSA ¢ CANHLHIAAb-OPTO-aMHHOMEHOJOM, 3(h(eKTHB-
HOCTb OYHCTKH OT CJEIOB aJIOMHHHUA alleTaTHOA OydepHoil cMecH Ha
auuounTe IJ13-10 ¢ noMollbio JAIOMOFaJJIHOHA NO METOAHKE, OMUCaHHOIL
BoxesoabHOBBIM, Biausinne pH pacTBopa M BpeMs BbIAEDXKHBAHUA KOM-
{IJIEKC2 Ha HHTEHCHBHOCTb €ro CBeUEHHs, YCTAHOBUJIH HeOOXOLHMOCTb CTpO-
roro peryJjadpoBatus YYBCTBUTEJBHOCTH JAIOMHHECHECHTHOH YCTAaHOBKH
nepej Kax/JIOH cepHell M3MepeHHH, M3YUHAH YCAOBHS ONpeleeHHsa aJfio-
MHHHS METOJOM KajJubpoBOUHOTo rpaduxa M MeTONOM JA06aBOK H pAN
APYrHX YCJIOBHH, 00eCneuHBalolIMX BbICOKOUYBCTBHTEJNBHOE ONpejeaeHHe
CJA€70B AJIOMHHHSI 3THM METOJOM.
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Puc. 1. Cxema JIOMHHECHEHTHOIl YCTaHOBKHM: 1) cxema BKJIOYEHHs' .JiaM-
et TTIPK-2; 2) namna [IPK-2 ¢ BoastbiM  oxJadieHdeds; 3)  CBETOQUILTD
Y®C-3; 4) koBera ¢ amadM3UDyeMbIM PacTBOPOM; D) axpoMaTH4eckHHl KoH-
nencatop ¢ F=94 mm; 6) durypuas awadparma; 7) MOHOXpoMatop YM-Z;
8) racsamee conportuBieHue; 9) doroyMHONKHTeas DIY-19M; 10) KHAOBOJBLT-
Merp tuma M4; 11) marpysxa ©OY-19M; 12) MusasBoabTMHKpoamnepmerp M
198/2; 13) wmaGop Garapefi mo 1600 6, 14) Bk/movyaTtenr THIA TYMOJED:
15) cHrmasbHas Jammouka BKJtodeHus tuma PIY-19M; 16) naMnouxa ocpe-

IIEHYS,

B pesyabrate uccaeA0BaHHA paszpadoTana MeTOLMKa JIIOMHHECUEHT-
HOrO ONpeAe/eHHs CJAeJ0B aJIOMHHUSA B 0JIOBE BLICOKOH UHCTOTBHI C UYYB-
cTBHTEABHOCTRIO 110 ~%—5-10-79% npu rpaMMOBOIl HaBeCKe aHaJaH3HpVe-
MOTO OJIOBA.
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MeToa ocHoBaH nHa pasqoKEHUM HABCCKI aHAJAU3UPYEMOro  6J0Ba
CMEChIO CONSHON KHCAOTh, HPOMHCTOBOAOPCAHONH KHCJIOTh B GpoMa, yiane-
HHH 0J0Ba TPEeXKPATHBIM BBLITAPUBAHHEM DPAacTBOPA ¢ CONSTHOH  KHCJOTOH
npu TeMneparype 85—90°C, pacTBOpeHHH CYXOro 0CTaTka B BO3MOXKHO Ma-
JOM KOJMYeCTBe COJSIHOH KICJAOTH, paszdaBJeHHH pacTsBopa J0 ONpejecH-
HOTO oObeMa aleraTHol 6Vvgepnoll cMechlo, OUHIICHHOH OT CJe10B adloMH-
HHSE JIOMOTAJdTIOHOM Ha aHuounte /2-10, pobaBjaeHud K aJHKBOTHOM
vactH pacteopa 0,1%-Horo aieToHOBOTO pacTBoOpa CadHlNa/ib-0PTO-aMH-
noeno 1a U ONpeAesenin CoAepKalns aJiOMHHHA Ha JIOMHHECHEHTHOI
VCTAHOBKe TNO HHTEHCHBHOCTH CBCYEHHA 0o0pasylollerocs KOMILICKCA
npu 520 my.

Hawma momunecuedTHas yeTalloBKd  COCTOHT H3  PTYTHO-KBApLEBOH
dJavnet [TPK-2, cBetoduibtpa YPC-3, yHHBepcaabHOro IMOHOXPOMAaTOpd
YM-2, ¢ortoymuoxkureds PIAY-I9IM u  MHIJIAHBOJALT-MHKpOaMIepMerpa
M 1982, Cxema npubopa npupeilcHa na puc. 1.

[pn cozepxxanuu Me1n H Keae3a B 0J0BC BbICOKOH HHCTOTHl Menee
5°10 =i, JlOMHHeCUeNTHOe OKOHUdHHME ONpPeieJeHHsT MOzKeT OblThb BBITOJI-
IeHo 11 10 KaJuOPOBOUHOMY TpaduKy HJIH MeTOLOM A06aBOK, npu Cosaee
BLICOKIX COIePKAHHAX — TOJbLKO MeTOoA0M 100dBOK.

CoadHaa kHcaoTa, OpOMICTOBOAOPOAHAs KHCA0Ta H OpPOM OYHIIAKOT-
Csi OT CJe[0B METAJJIOB TPEN-UCTBIPCXKPATHOH IEePeroHKoH B KBAPLCBOM
NCPOrOHEOM annapare.

Aaa ounerkd auerarsolt OydepHoii ¢cMecH OT CJIeLZOB aJlOMHHHI HA
kaxabie 100 ma cmecn 1o6asasiercss no 5 ma 0,19 -1oro BogHOro pacTeopa
JlomMoraciuona. PacTBop Beidep:kuBaeTcs 1 yac M 3aTeM  I(PONMYCKaeTcd
uepe3 XpoMaToOrpaHUecKyd KOJOHKY, HanoJgueHnyoo anunountom IHA2-10
co ckopoctbio 130 ma/cm? B uac.

Pasnoxenue HaBecki ¥ VAajeHHe ¢joBa jgaurcs 3,5—4 yaca, JIOMH-
ICCUEHTHOEe OKOHYaHue — [,0—2 vaca. Owudxa onpeletiedus e NpeBHI-
utaet 20—25% OTHOCHTEIbHBIX,

Tabaunnma 1

TlpoBepka TOYHOCTH JIOMHHECHEHTHOrO ONpejejeHus aNlOMHHUS
MeTOA0M X00aBOK

Baato Al [ Haiineno Al Aéocgzlné);:aﬂ OTHoCHTedbHAA
MK2 MK2 e owubra, %
0,300 0,324 +0,021 -+ 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 46,5
0,200 0,191 —0,009 —4,5
0,200 0,201 -+0,001 40,5
0,200 0,180 —0,020 —10,0
0,200 0,232 -1-0,032 -+16,0
0,020 0,017 —0,003 —15,0
0,020 0,022 -1-0,002 10,0

B Tafia. 1 npusesena 4acTb AaHHBIX, NOJYYCHHBIX HAMH NMDPH NPOBEpKe
TOYHOCTH MeTOAAa Ha CTAHJApPTHOM DPACTBOPE COMM aJIOMHHHS, NpOBeJACH-
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HOM 4Yepe3 BCe CTajdHu OﬁpaGOTKH . HaBeCKH ©J0BA BLICOKOH UHCTOTHI,
B T86JI. 2—pe3y.fIbTaTbI ﬂapaﬂﬂeﬂb}iblx OHpCﬁIGﬂQIIIIi‘i CJAea0B dJTHMHHNS
B ABVX O(’)pasuax 0JIOBa BbICOKOH UYHMCTOTHIL.

Tabauna 2

PesyabraTsl napanfefibHolX ONpefeteHNH AMIOMHHKSA B OJIOBE BBICOKDH
YUCTOTHI JIOMHHECUEHTHBIM METOAOM

Ne Haitzeno Al | Cp. snaucune, | OTka0ueHHE OT O:;;f}:':;g’e or
npo6 % % cpeanero, % o
5,5-109 —1,2.10 3 —17.9
5,2.107° 1,510~ —22.,4
6,2.107° | ~0,5-10-° — 7,4
22 7,2-107° | 6,7-107° £0,5.1077 + 7,4
6,3-107° —0,4-10° 5 — 5,9
11,0.107° | 4.3.107° +64,2
1,22.107* —0.6.107° — 4,6
1,16.10°* —1,2.10 3 - 9.3
28 1,55-10 1,28-1077 | ..2.7.107° 21,1
1,35-10 1 0,7-107° 5,1
1,10-107 —1,8:10 9 +14,0

Xon aMaausa

K nasecke ogoBa B npeaesax | ¢ B 1WHPOKOM 1 HHU3KOM KBap-
IIeBOM CTaKaHyuKe eMKocTbio O0—60 m.a. nOKpPHITOM 4aCOBBIM  CTEKJIOM I
MOTPYKEHHOM HAMNOJOBHUHY B XOJ0AHYIO BOAY, 100aBAsOT 2 M4  codsinoll
KHCJO0THl, 2,5 M4 OPOMUCTOBOJAODPOAHONH KHCJIOTHL H OCTOPOAKHO ITO KANAFM
1,5 ma O6poma. IMocsae npexpatieHns OypHoOit peaKklHH YAcOBOE CTOK.J0 CHH-
Maetcsi, OOMBIBAETCA 1I CTAKalYHK MEePeHoCsT Ha [NOKPLITHIL Te(aIoHoM CTo-
JHK 145 AaJbHeHIIero pasjoKeHHs HABECKH H VAAaJeHHsl O0J0Bd MO Cy-
WHIbHOH 3JeKTposaMnon npu temneparype 85—90°C. IlepBoe BbinapuBa-
HHE TIPOM3BOIAT [0 UVTh BAaKHOTO ocTatka. K octatky poGasasior | ma
coasnoil KHcaoTh (1:1) M BbhapuBalor jaocyxa, 100aBanior elle 0.5 ua co-
JAHOI KHUCJAOTH M B TPeTHH pas BBINAPHBAIOT JoCVvXa.

ITpu copepmannu amomunmg B npegedax 10 -4 —10 2% cyxoit ocra-
TOK CMayHBaIOT 6 KalJsMH COMAHOH KHCAOTHl (1:4). nmepeBoAsit ouHILCiIHOI
JIOMOTaJJTHOHOM alleTaTHOH Oydepnoid cmecoto ¢ pH 5,4 B wmepuywo koaoy
eMKOCTBIO 25 M4 W J0BOJAAT 3THM pacTBOpOM 10 MeTkil. M3 noayvuennoro
pactBopa OepyT 2,50 M1 U B MEPHOI KoJ0e¢ pas3baBasioT 10 25 M4 alleTaTHoH
6yvdepnoil cmecrsio ¢ pH 5,8—6,0.

Ananoruunple onepauHi NOBTOPSIOT H ¢ NYCTOH npoboil, Kvaa 106as-
JSIOTCA BCE Te XK€ PEaKTHBBbI, B TAKHX JKe KOJHUYeCTBAX M TAKOI 2Ke nocsc-
JIOBATEJbHOCTH.

Hpu coazepxanuu amomunns B npedeaax 10-°—10-7Y onpegene-
HHe ero BeIYT U3 BCeil HaBeCKH 0J0Ba. B 3ToM cavyae nocie cMadyuBanus
cyxoro octatka 6 kamasMi coasinoll  kuciaoTel (1:4) jgo6asasior 9.7 ua
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aneraTHol 6ydepHo# cMecH, ¢ TeM, UTOGLl 06NN 00beM PacTBOpa paBHsLI-
csa 10 ma. '

Ilpun  oxoHuaHuH onpefeseHus MeTOJ0M 100aBOK B 4 TiLATeJNbHO BHI-
MBITbI¢ KOHHYECKHE KOJOOUYKH Aa0T Nno 4,7 ma aunetatHoit 6ydepHoit cMmecH
c pH 5,8—6,0. B nepsyio koa60uKy n0GaBAAIOT 5 MA. MYCTOH MPOGH, BO
BTOPYI — 5 M4 pacTBOpa npoOul 010Ba, B TPEThIO — 5 MA PacTBOpa 0AOBA
I J100aBKy H3BECTHOrO KOJHYECTBA AAIOMHHUS, B UETBEPTYIO -— 5 mA pacT-
Bopa npobbl 0J0Ba M APYryl0 A0GABKY H3BECTHOIO KOJIMYECTBA aAJdIOMUHHS.
3areM B KaxIAyi U3 3THX Koabouek jobasasnor 1o 0,3 ma 0,1% -noro
aleTOHOBOTO pacTBOpa CaJHUMAAAb-0PTO-aMHHOMEHOMA, 32KpPHIBAIOT HX
npobKaMi, 3aUlMUIIEHHBIMH TOHKOH TMNOJM3TH/IEHOBOH NJIEHKOH, THIATEABHO
MepeMeIlNBaOT 1 dyepe3 50 MHHYT H3MepPHIOT HHTeHCHBHOCTbL CBEYEHHSs
KOMIIJICKCA aJ/IIOMHHHS 1A JIIOMHHECUEHTHOM ycTaHOBKe mpu 520 mp.

Cojeprkanne anlOMHHMS B aJHKBOTe ONPEeAsIOT 110 (hopMy.de

Dy (1 — 1)

IH+D — 1H

Bar=

T

rre B — Bec a/IOMHHMS B aJHKBOTHOM 4aCTi PacTBOPA (5 M.A4) B MK2;
D a1 —- BeCc n06ABAEHHOTO AMTIOMHHHS B MKZ;
/4 -~ NOKa3aHuA MHAIMBOJLTMUKPOAMIIEDMETPA B M.A TpH H3Mmepe-
HHHM MHTEHCHBHOCTH CBEYEHHSI AHAJU3HPYeMOi IPOOH;
{, — NOKa3aHHs MHAIMBOJBTMHKDOAMIEpMeTpa B mA IpH uamepe-
HHH MHTEHCHBHOCTH CBEYEHHA HYCTOH npOoOH;
Irip -~ NOKa3aHKT  MIVIMBOJABLTMHKpPOAMIEpMeTpa B mA IpH H3Me-
PEHHH HHTEHCHBHOCTH CBEYEHHS aHaJH3UPyeMOH UPOOH C J0-
OGaBKOH H3BECTHOrO KOJHYECTBA AJIOMHHHS.

BHUHCIAIOT Bec aJIOMHHMS, HCXOAst M3 ,A00aBKH H3BECTHOTO KOJaHue-
CTBA aJIOMHHHH B TPEThI KOAOOUKY W HHTEHCHBHOCTH CBeYEHHS 3TOTO
pacTBOpa, 3aTeM NOBTOPSIIOT BbIYHC/JEHHE, UCXOAS M3 A00aBKH aJIOMHHHSA
B UETBEPTYI0O KoOJAGOYKY W HHTEHCHBHOCTH CBEYEHHS COOTBETCTBYIOILErD
pactBopa. a4 onpelesieHHs NPOLEHTA aJIIOMHHHA B aHAJH3UPYEMOM OJI0-
Be OepyT cpeiHIO0 apH(METHUECKYI0 H3 3THX JBVX BEIHYHH,

Ilpouent anlOMUHHUSA B aHaAH3UPYEMOM 0JI0BE BBIYHCASIOT To dopmy.e:

BA1 . VH' 10-4
V,-H
rie B —BeC allOMHHHA B MKZ B aJAUKBOTHOH 4YAaCTH PAaCTBOpa;
Vu — o6beM, B KOTODOM pacTBOpeHa BCsi HaBecka oJ0Ba (250 amz);

V,— o6beMm anlkpoTa (5 Ma);
H — Bec HaBeckKH 0JI0Ba B rpaMMax.

0 Al =

Ilpu comepKaHuM MeaM H XKeJe3a B aHAJU3HPYEMOM OJIOBE MeHee
510~ 19, onpedeneHHe aJIOMHHHA MOXeET OblTb BBIIOJHEHO MO KaauOpo-
BOYHOMY rpaduky. B stom ciayuae B TIlaTe/bHO BHIMBITYIO KOHHYECKYIO
KoJaG0UYKY BitocHTCs 4,7 MA OUMILEHHOH JIOMOraJ/JJHOHOM aleTatHoll O6ydep-
noii cmecn ¢ pH 5,8—6,0, 5 ma ananuzupyemoil npo6ul, 0,3 ms2 0,1% -Horo
alleTOHOBOTO pacTBOpa CaJHUHJa/Ab-0OPTO-aMHHO(MeHOa, TILATeJbHO lepe-
MemuHBaercd u uepe3s 50 MHHYT H3MepseTcs HHTEHCHBHOCTb (CBeUeHHS
pacTBopa.

AnajoruyHele olepauuH IPOBOAATCSA ¢ nycToil npobol. Ot moxasanus
npubopa Anast 1pobbl 0J0Ba OTHHUMAIOT MOKasaHud mpubopa NJIs NYyCToil
npo6bl ¥ MO 3THM JaHHBIM YCTAaHABJIHBAKOT Ha KaluOpOBOUHOM rpagduke,
IOJIYYEHHOM 110 3TOH XKe MeTOAMKe JJS CTaHAapTHOTO pacTBoOpa aJloMH-
HHS, HCTHHHOe COJlepKaliHe B aJMKBOTHOH YA4CTH pacrBopa mpoOHL.
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BriBOABI

Paspa6oTana MeTOAHKA JIOMHHECIEHTHOTO ONpeAeJeHHs CJAelioB aJlio-
MHHHS B OJIOBE BBICOKOH YHCTOTHI € CaJHUMJ/IA/Ab-OpTO-aMHHO(enosoM, Uys-
cTBUTENbHOCTE MeToga 1'10~6—510 ~7%. Owubka onpelelenHs He npe-
noiiraer 20—259% OTHOCHTEIBHBIX,
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