U3BECTHUI
TOMCKOI'O OPJEHA TPYIOBOIrO KPACHOI'O 3HAMEHM
HOJIMTEXHUYECKOIO MHCTHUTYTA um. C. M. KUPOBA

Tom 148 5 ; 1967

KOCBEHHbBIA 3KCTPAKLLHUOHHO-KOJIOPUMETPUUYECKH N
METOZL ONPEAEJIEHUA MHUKPOKOJIMYECTB ®OCP®OPA
B OJIOBE BbICOKOY YUCTOTbI

10. JI. JIEJIBYVK, B. B. COKOJIOBUY, I'. A. IETKOBA

(npe}lCTaBJleHa HAy4YHO-METOJAHUYECKHM CEMHHApOM XHMHKO-TEXHOJIOTHYECKOro (paxyaneTa)

Ilpu dotomerpuueckom omnpeaeneHud ¢ochopa HCMONAB3YIOT OGLIYHO
XKeaty ¢ochopHOMONHOAEHOBYIO FeTepONOJHKUCIOTY, TeTepPONOJHKUCIOTHI,
HOHbl MOJIHOAeHa, B KOTOPbIX YaCTHYHO 3aMeHeHbl BaHaJHeM HJH BoJbdpa-
MOM, a TakKXXe CHHHEe MPOAYKTbl BOCCTAHOBJIEHHSl TeTePONOJUKHUCJIOT.

Haun6oabuiefi 4yBCTBUTENBHOCTbIO OTJHYAIOTCS METOJbl, OCHOBAaHHbIE Ha
KOJIOpHMeTPHPOBaHuH (ochopHOMONIHOAEHOBOI CHHH, 3KCTparHpoBaHHOMN
opraHuueckHMu pacrBoputeasiMu. OIHAKO U B 3TOM cillyuae, Kak CleJyeT H3
JHTEPAaTypPHbIX JAaHHbBIX H NPOBEPEHO HALIUMH ONbITAMH, YYBCTBUTEJNbHOCTb
He npesbiiaer 10 Y%.

'eTeponoJqMKHCAOTEL OTHOCAT K KOMIJIEKCHBIM COeJHHEeHHAM. XHMH3M
oOpa3oBaHusl W PSAA Ba>XHEHLIMX CBOHCTB MX J0 Cero BpeMeHH He JocTa-
TOYHO u3yueHbl. CocTaB ¢ochOpHOMOJIHOAEHOBOH IreTepPONOJHKHCAOTH BbIpa-
XKawrt GopMyJaaMH

H3 [p (MO3 010)4] t I’IHQO [1] u./lu H7 [P (MOZ 07)6] X Hgo [2]
Cocras ¢ochopHOMOAHGAEHOBO CHHH TOYHO He ycTaHoBJeH. CUHTaloT, 4TO
¢ochopHoMonubaeHoBass CHHb INpeAcTaB/aser cH00H KOMIJIEKCHOeE couera-
HHe KHCJOPOAHBIX COeAMHEHHH ILIeCTHBAJEeHTHOro MoJubaeHa W MojaHubAeHa
HH3IIMX CcTeneHed okKucaeHus c¢ docdopHoit kucaoroi [3].

’ W3 Bcex npeanaraeMbix Aasi $HochopHOMOJHONEHOBOH TeTepONOJIHKHC-
J0TH U pocopHOMOINOAEHOBOH CHHH (GOPMYJ CAeAyeT, YTO C OAHHM HOHOM
docthopa koopaunupyerca 12 noHos MonubaeHa.

U. I1. Onydpuenok [4] B uensix NOBbILIEHHS YYBCTBHUTEJIBHOCTH OMpe-
JeJIeHUS CJIeIoB MBILIbSIKA MPeAJOXKUJA KOJOPHMETPHPOBATb OKpallleHHbie
COeJIMHEHUS, KOTOPble MOXKeT AaBaTb MOJHOJeH, BXOAALIHI B COCTaB Mblllib-
SIKOBOMOJIMG1eHOBOH CHHH, B YAaCTHOCTH POAAHUJIHBIA KOMIJIEKC MOJHOIeHa.

Mbl peliuay MOBLICHTb YYBCTBHTENBHOCTb OnpejeseHds gocdopa B oJio-
Be BBICOKOH YMCTOThI TEM K€ NMPHEMOM, T. €. NyTeM paspyuieHus docdopHo-
MOJNUGAEHOBO! CHHH, CBI3bIBAHHMS OCBOOOAMBIIErocss MoaubAeHa' B pofaHHI-
HOMOJTUOI€HOBBLIH KOMIJIEKC W KOJIOPHMETPHPOBAHHS €ro.

Jl1s BOCCTAHOBJIEHHA IIECTHBAJIEHTHOro MoJsin6GAeHa A0 NATHBAJEHTHO-
ro yamle BCEro MOJb3YIOTCSl XJOPHCTHIM oJioBoM [5]. OmHako pomaHuAHBIA
KOoMIJieKe MoJsubaeHa oTauuyaercsi O6GoJblLied MPOYHOCTBbIO OKPACKH, €C/H
IPHUMEHSIIOTCS MeHee CHJbHble, YeM XJIOPHCTOE OJIOBO, BOCCTAaHOBHTE/H, Ha-
npuMep HOMHCTHIN | KaJuii, THOMOYeBHHA,  acKopOWHOBasi  KHCJOTa,

aleToH u Ap.
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Tananaes n JloxBuukas [6] ykaspiBaioT, 4TO BOCCTAHABJAHBATH IIECTHBA -
JIGHTHBIEI MOJHMOAeH A0 NATHBAJEHTHOTO B KUCJOH Cpefe MOXKeT POJaHu/I-
HOH, .2 TaKXKe NOJYePKUBAIOT 3aBUCHMOCTb yCTOHYHBOCTH OKPACKH POJAaHU/La
MOJIM0/leHa OT KHCJOTHOCTH Cpejbl.

Pesnuk, I'anc6ypr u Cauxo |7] mpeAsnaraloT YCKOPEHHbI BapHaHT po-
AAHHJHOTO MeTOJa OIpe/eseHHss MOIMOAeHa, OCHOBAHHbIN HA peakLUUH MexK-
Ay MOJuOAeHOM H poJAaHHA0M 0e3 BOCCTAHOBHTEJsS B NPUCYTCTBUH CEpPHO-
KHCJIOH Medu B COJSHOKHUCJOH cpeje.

Ilpu conepxkanuu moaubaeHa mopsaxa 10-°Y% u MeHee 4yBCTBHTE/b-
HOCTb OMNpejJeJeHHss M YCTOHUHMBOCTh POAAHMAHOTO KOMIIEKCA MOXKET ObITh
NOBBILLIEHA NyTeM 3KCTPAardipoBaHHsl POJAaHMAA MOJHOAEHA OPTaHHUYECKUMH
pPacTBOpPUTEISAMA. ;

Mpbr pemnau mnocae paspyuenus ¢ochopHOMOIHOGACHOBON CHHH Iepe-
BOJAUTH cOAepKalliuiics B Hell Mo/aMOJeH B POAAHUAHbIA KOMILIEKC II0 METOo-
Auke Pesnuka [7], npMMeHMB BH3yaJlbHOE 35KCTPAKLHUOHHO-KOJODPHUMETpHUe-
CKOe OKOHYaHHe.

IIpensapurenbHo ObljiM BhHISICHEHBI ONTHMAJIbHbBIE yCJI0OBHA 00pa3oBaHHs
CHHH (BoccraHoBHTeab, pH, temneparypa u ap.). Okazanaochb, 4TO JyULIHM
BOCCTAHOBHTEJNEM B BOJHOi cpeje SIBASeTCS CePHOKMCJAbIII TMApPasuH, cpeaa
0,3—0,6 HopMaJsbHasi MO CePHOH KMCJAOTe, HarpeBaHue INPH TeMmepartype
okoso 100°C B kumsuieil BoasiHoii 6aHe. IlpucyTcTBue cieoB 0JI0Ba Mella-
er. Okpacka cuHd caabeer, cTaHOBHTC HeycToHuuBOH. Ilpu OGoabuem co-
JepXKaHuu 0JIoBAa PacTBOPbI MYTHEIOT. B onucaHHBIX yca0BHAX 00pasyloTcs
‘cuHH (ochopHOMONHOAEHOBOH U MbIIbIKOBOMOJHG/1€HOBOM IeTepOonoJnKHC-
Jot. KpeMHeBbIX reTepomONIMKHCAOT M CHHeHl He mosayyaercs. B xauectBe
9KCTpareHTa pPOJAHHAHOrO KOMIJeKca Obll.BbIOpaH H30aMHJOBBIA CIIHPT.

[Ipepnaraemblit HaMu MeTOJ OCHOBAaH Ha pPa3jOXKEHMM HaBeCKH aHa-
JIU3UPYEMOr0 0JI0Ba COJSIHOH KHCJIOTOH, OPOMHCTOBOAOPOJHOH KHCJIOTOMH
‘d 6pOMOM, yAaJeHHH 0JI0Ba, MbillbAKAa H MepeBelleHHH KPEeMHHs B MaJjoak-
tuBHBIN ocanok SiO,, mepeBemeHun ¢ochopa B pochopHOMOINOAEHOBYIO
CHHb, 3KCTPArMpPOBAaHHH KOMILIeKca M30aMHUJOBLIM CIHPTOM, PE3KCTPaKLUHH
H pa3pyllieHHU ero aMMHAKOM, mepeBeleHHH OCBOOOXKAaloulerocs Mo/aubie-
Ha B POJAHHAHBIN KOMIJIEKC, SKCTParMpoOBaHMM KOMIJIEKCA H30aMHJIOBBLIM
CIHPTOM H CPaBHEHHH HHTEHCHBHOCTH OKDAacCKH SKCTPakTa CO CTaHAApPTHOH
1IKaJ/10ii, MMUTHPOBAHHON CMeChI0 pacTBOPOB OuxpoMara KaJjus H XJOpH-
fa kobaJjbTa.

OnpeneneHdio MEIIAIOT OJIOBO U H3 NpHMeced, OObIYHO BCTPeYaloUIHX-
csl B 0JIOBE BbICOKOH UMCTOTHI, MBIIIbSIK, KPEMHUH M TpPeXBaJIeHTHOE KeJse30.
OJcBo ypasnsiercs “B BHAE XJOPHOTO HJAM OPOMHOrO 0JI0BA TPEXKPAaTHBIM
poinapuBannem ¢ HCl u HBr. Mubiubak BoccTaHaBauBaeTcsi GPOMHCTOBO-
JOPOAHOH KHCJAOTOil /A0 TPEXBAJEHTHOTO COCTOSHHSI M yHajsercs B BHIE
XJOPHUCTOrO WM OGPOMHCTOTO MblIbsKa. KpemHuil npu BhilapuBaHHH C KHC-
JIOTAMH NEePeXOAUT B MaJoaKTHBHBI ocagok SiO,. Memalolee aeHcTBHE
TPEXBaJIEHTHOrO JKeJe3a YCTPAHAIOT BOCCTAHOBJEHHEM €ro M0 ABYXBAaJeHT-
HOrO, BOCCTAHOBJIEHHE KAaTaJH3UPYIOT MOHAMH [BYXBAaJEHTHOH MeIH.

Meroa nospoasier onpefeastb 0,01 Mxr ¢ocdopa B os0Be BHICOKOM
yucToThl. UyBCTBUTENBHOCTb METOJAA IpPH IPAMMOBOH HaBeckKe 0JI0Ba CO-
crasasier 1°10-%%.

OtnocuteabHas omubGka onpenenenus -+10—209%.

~ Pasnoxenue HaBecKH aHAJM3HPYeMOro 0J0Ba H yAajieHHe 0JI0Ba
M MBbIlIbAKA B MATH NapaJjelbHbiX npo6ax AJHTCS OKolo 6 4acos. DKcTpak-
1HOHHO-KOJIOPUMETPHYECKOe OKOHUaHHe OK0JOo 4 yacos, :

HeoGxonumMble peakTHBbl M PacTBOPHI

1. Bona aucruanuposauunas, TOCT 6709-53, nepersanHas B° KBapLeBoM
anmnapare. XpaHUTCA B MOJH3THJIEHOBOM COCyJe.
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2. bpomucrosonopoanas kuciora, 4. a. a., FOCT 2062-43 u 6pom no-
NOJHUTENbHO OYHINAIOTCA 3-KPATHOH MEpPeroHKOoil B KBAapLeBOM anmnapare.
IlepernanHass 6pOMHCTOBOAOPOAHAA KHCJAOTA XPAHHTCA B MOJHITHIECHOBOM
cocyae, OpoM — B KBapUEBOH CKJAHKE. :

3. CepHasa Kucjaora, X.4., BbiaepxkuBatomiasg npoby Casanans, I'OCT
4204-48. BN pactBOp TOTOBHTCS CMelleHHMeM 28 MJ KOHLEHTPHPOBAHHOI
KUcaOTHl ¢ 172 ma 6Gupguctuansita. 0,0N pactsop rotoButrcs pasbaBieHHEM
SN pactBopa. K mocnennemy pactBopy mnpubasiasiior mo 0,1 r ackopbuHo-
‘BOH KHCJOTH Ha Kaxable 100 Ma pactBopa.

4. AMMuaxk BoAaubi, u. A. a., [OCT 3760-47.

5. U3oamunoseiit cnupt, 4. aA. a., [OCT 5830-51. Ilepernan B KBapue-
BOM ammapare. ;

6. Consinass kucjaotra HaomuecTHueckas. s MoJayueHHs TAaKOH KHCIO-
Thl B GOJIBLIOH 3KCHKATOP HAJMBAIOT KOHLEHTPHPOBAHHYIO COJIAHYIO KHCJO-
Ty u4.[.a., HUXKe YPOBHS MoAcTaBKkU M3 ¢ropomnaacrta. Ha moacrasky cra-
BUTCSl IIMPOKAs Yallka M3 MOJHITH/AEHA WJAM (TOpONJacTa, HamoOJHEHHAS
OUANCTU/IATOM, H 3KCHKAaTOp IJIOTHO 3aKpbIBAlOT KpbiliKoi. Hacwlenue
Boasl mapamu HCI aautcs 3—4 cyrok. HopmanbHOCTb mojyuaeMoil TakuM
00pa3oM KHCJIOTbI, OYMIEHHON OT CJAEA0B METaJa0B, mpuMepHo paBHa 9—I10.

7. Moau6mar ammonusi, 1%-ubiii pactBop. [otoBuTCS pacTBOpeHHEM
1 r ouHLIeHHOTrO MepeKpHcTaMIu3anueii Moaudrata aMmonnst B 100 ma 5 N
CEPHOH KHCJOTHI.

Ouuctka mosnubmata aMMOHMS OT caenoB (ocdopa u MBILIbAKA HPO-
. BoauTca caeayouum ob6pazom: 30 r coaH u. 1. 4. pacTBOPSIOT B MHHUMAJIb-
HOM KOJIMYECTBEe K OHAMCTHJMATA ¢ A00ABKOI KOHIEHTPHPOBAHHOTO aMMHaKa
J0 caaboro 3amaxa. ITocse pacTBOPEHHs OCHOBHOH Macchl cosu, He oOpa-
1iasi BAUMAHUSI Ha OCTAIOIIMICS OCAlOK, MPUOABAAIOT K pacTBopy 1 r HuUT-

Tabanumna l

Mposepka TouHocTH ompeneneHus cochopa
Ha CTaHAAPTHBIX PacTBOpax

Haiineno |A6coatoTHas s
B0 $o¢- | gocgopa, | ounowa, | Opmocrertian
0,15 0,13 —0,02. ' —13,3
0,05 0,04 —0,01 —920,0
0,05 0,05 0,0 0,0
0,10 0,09 —0,01 —10,0
0,10 0. b -+0,01 +10,0
0,05 0,05 0,0 0,0
0,05 0,05 0,0 0,0
0,10 0,10 0,0 0,0
0,10 0,10 0,0 0,0
0,05 0,06 +0,01 4-20,0
0,15 0,10 —0,05 —33,3

pata MarHus, pacTBOPEHHOTo B 5 MJ OuaucTHaAsita. Pacrtsop marpesaior
u BbiaepxkusaioT npu 40°C 20 muH., npubGaBAsIOT |2 M KOHLEHTPHPOBAH-
HOro aMMHakKa M JalT OTcToATbes 12 yacos.

PactBop ¢uAbTPYIOT, HEMHOrO yrmapuBaloOT, OXJAAaXkKAAIOT U MPHGABASIOT
NpH MOMEUIHBAHUH KOHIEHTPHPOBAHHOrO aMMHaKad [0 CHJAbHOTO TMOMYyTHe-
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