U3BECTHUAI
TOMCKOI'0O OPAEHA TPYIOBOTI'O KPACHOI'O 3HAMEHH NOJIMTEXHHYECKOTO
HUHCTUTYTA umenn C. M. KUPOBA

Tom 128 1965

| 11, OHY®PHEHOK |, JI. JI. CKPUITOBA

HOBOE B KOHTPOJIE WIABEJEBOKHCJIOIO 3JIEKTPOJIHTA
FTANbBAHHYECKOHW BAHHbI AHOOLHPOBAHHA

(ITpencrasiena HAy4YHbIM CEMUHAPOM XHMMHKO-TEXHOJOIHYECKOTO takyasTeTa)

O6blUHO B KayecTBe JCKTPOJHUTA TajbBaHHUECKOH BaHHBI aHOAHpPOBA-
HHs ynorpefasercs pacrop, cofepxkauuit 30 e/1 1waseneBoit KucaoTul |1].

Bo BpeMs paGoThl BaHHH B 11aBeJeBOKHCIOM 3JEKTPOJUTE MOTYT Ha-
KamJMBaThCA L1ABeJeBOKHC/bIe COJAH aJTIOMHUHUS, Kejeda, marHud, Hactb
3THX covsleil HAXO[HTcA B BHAe pacTBopa (coam Al*+, Fe®t u wacruuno
Mg?+), npyras gactb coneil oGpasyer ocaikn (comu Fe?*, Mg®™ u npy-
rMX JIBYXBAJEHTHBIX KAaTHOHOB).

Ecan or 0caikoB CoJeH HIABEJEBOKHC/BIA PACTBOP JIETKO OCBOOGAHTH
NepHOANYCCKMM (UABTPOBAHHEM, TO OT COJIeH, HaXOAALIMXCsi B DPacTBOpe,
OCBOJOJIHTD JIEKTPOJHT IPOCTEIMU OHepalHsIMH HE IPEICTABALETCS BO3-
MOXHBIM. [To-BHAHMOMY, CO/IH TPEXBAJEHTHLIX XKeJe3d W aJlOMUHHS MOTYT
HAKalJHBATbCs B PACTBOPE BIVIOTH [0 MCIOAb30BAHUSA Bcell CBOOOAHOM
HiaBeseBol KHCIOTH. UTo Ke KacaeTcsd coJfiefl MarHHs, TO, 10 HAIUUM OHBI-
TaM, MX MOeT HaKallJHBaTbhCsl B 1aBEJEBOKHCJOM pacTBope He Gonee
0,6 2/4, GonplIde KOJHYECTRA MAaCHHA yiKe BBIIAJAIT B 0CaJloK B BHIE
H1aBeJEBOKHCJIOTO MAarHU4. '

B 3aBojckux 1a60opaTOpHUsiX KOHTPO/Ib HIABeJAeBOKHCJAOTO 3JIeKTPOSAHTA
OOGBIYHO CBOAMTCS K ONpefieseHHI0 obllero cofepkanus oKCalaT-HOHA Mep-
MaHTaHATOMETPHYECKH H K onpefleneHuio adioMunuda. [locaeannit ocaxnaer-
cA 0-OKCHXHHOJHMHOM C TpaBHMEeTPHUeCKNM oKoHyaHueM. Ha ocnHoBanuun
THX JIBYX ONpeNeJeHHH CYAST 0 HAJHUHH CBOGOAHOH LIaBeJACBOH KHCJOTHI.
Ecau onpenefiedde okcajaT-HoHa 3aHHMaeT Mo BpeMeHH 15 MuHYT, TO Beco-
BOE OnpejejieHHe aJlOMHHUs TpebyeT He MeHee ueThipex yacoB. TakuMm
00pa3oM, NpPeACTABJAEHHE O HaJHYHH CBOGOAHON IaBeJeBOH KHCJIOThI
B 2JEKTPOJHTE MOXHO [IONYYHTh He paHee ueM yepes 4 yaca.

Pa6Goras wHaj YCOBEPLIEHCTBOBAHHEM KOHTPOJA  LIABEIEBOKHCAOTO
3JIEKTPOJNHTA, MBI HAULAH, YTO JOCTATOYHOE TI0 TOUHOCTH IHPeACTaBMEHHR
0 HaAJHYHH CBOOOAHOH WIaBeJeBOH KHCJAOTHl MOXKHO HOJYUHThH NPH 3arparc
Bcero 20—30 MUWHYT, a NOJHBIA aHaJdH3 3JEKTPOJAUTA, C ONpeleJIeHHAMHU
OKCaJlaT-HOHa, CBOGOAHON LIaBeJeBOl KHCJOTHI, XKeJje3a, ajJIOMHHHS U Mar-
HHSI, MOXHO TIpon3BecTH 3a 1—1,5 yaca.

syuetine MOBeAeHHs I[ABEJCBOKHCABIX 3JeKTPOAHTOB, COCTABJEHHBIX
U3 OIpeJeJeHHbIX KOJIHYeCTB cBOOOJHON 11aBeJeBOH KHCJOTHI H I1ABEJNEBO-
KHCJBIX cOJIell aJIOMHHHUs, »Kejje3a U MarHusl TpH aHaAu3aXx [nokasado,
uyTO: a) oflllee KOJHUECTBO OKCAJMaT-HOHA TOUHO ONpelesseTcss THTPOBAHUEM
MePMAHTAHATOM B CEPHOKHCJIOH cpeie; 6) TUTPOBAHHEM eIKHM HATPHEM
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B NPUCYTCTBHH HHAHKaTOpa (peHOJOBOrc KpacHOTO TOUHO = ONpejeasiercs
Haauude ¢BOOOAHOH 1ABEJCBOH KHCJAOTH; B) THUTPOBAHHE €JKHM HATpUeM
B NPHCVTCTBHU (peHOJAPTAMCHHA, KaK HHAHKATOpAa, JlaeT CYMMY LllaBeJeBOH
KHCJOTbl CBOOOAHON U CBSI3aHHOH ¢ HOHAMH Kede3a W aJlOMHHHs (Ioc/e-
Hee OnpejeseHHe SABJAAETCH TOUHBIM B OTCYTCTBHHM MArHHfl, B IPHCYTCTBHH
JKe MarHusi NMoJy4aloTcsl HEMHOTO 3aBblIIeHHble pe3VyJabTaTbl); ') KeJeso,
AQJIOMHHHH ¥ MarHMil ¢ KOCTATOYHOH TOYHOCTBIO ONPEAeNsIOTCH KOMILJIEKCO-
HOMETPHYECKH. DTO MO3BOJWJAO HEM TPEAJOKHUTH HHXKecAedYIOUHe XObl
AHAJH30B JJIs1 KOHTPOJA ILABEACBOKHCHADIX 3JeKTPOJIHTOB.

Onpenenenue oGliero coaepxaHus OKcaJaT-HoHA

B xonnueckyio konbouky na 100 ma oT6upamwT nUneTkou 5 mMa Ijek-
Tpoaunra, no6apasioT 20 ma 4 H. cepHOll KHCJAOTH, HarpesaioT o 70—80°
n turpytor 0,1 n. pactBopom KMnO, no ycToiuuBoil ¢iabopo3oBoii okpa-
cki. Pesyabrarn noacuuteiBalor wa H,C,O, - 2H,0 no dopmyane

an-63,03
b
ri1e @ 0 H. — KOJAUYECTBO M.2 H HOPMadbHOCTbL H3PACXONOBAHHOIO PACT-
Bopa KMnOy;

b - - KOIMYeCTBO M4 3IJIEKTPOAHTA, B3ATOrO A4 aHAAM3A;
63,03 — muaanrpamm-skeusaaent H,C.,O,-2H.0.

obwas H.C,O,-2H,0 2’2 =

OnpeneneHre cBOGOAHOM WIAB2AEBOH KHMCJIOTDI

B koHudeckyio Koanbouky ua 100 sa OTEHPAIOT HUNETKOH 5 MA 5/€K-

TPOJAUTa, Jo00aBasAwr 5 Kameab 0,l-mpoumeHtHoro pactBopa HHAMKATOPA

(eHOoJI0BOTO KpacHoro H THTpytoT 0,1 pacTBopoM eakoro HATpusi A0 SBHO

3aMETHOTO Mepexojla XKeJTOH OKpPacKd B KpacHYIO. Pe3yabTaTbl BHIUHCAAIOT

no Qgopmyse

a,-u-63,03
b

rie @ U H.— KOJHYEeCTBO #/4 H HOPMAJAbHOCTL pacTBOpa €JKOr0 HAaT-
PHA, NOUIENIIEr0 Ha THTPOBAHHE; b — KOJNHYECTBO MA 3JEKTPOJIMTE, B3d-
TOro adas anaansa; 63.03 — muaaurpamm-sxpusatent H,C,O,-2H,0,

HQC;)O/“‘ZI_I:ZocBo()_Z A =

y

Onpejenenne UlaBeJeBOH KHCJAOTHI, CBA3AHHON C KEAE30M M adlOMHHHEM

B xonnueckyio x0160uxky uwa 100 ma oT6upaloT nHneTkoll 5 ma sJex-
TpoJaKTa, Ao6aBasior 3 xaneab 0,1-MpOLEHTHOTO pacTBOpa HHAMKATOPA
benoadransendia n tutpyor 0,1 H. pacTBOPOM eAKOTO HATPHA [0 SIBHOII
KpacHO(pHONeTOBOW OKpacku. Pacuer mpoussoasar no Qopmyae,

(a, —a,)u-63,03
b

rie a,-—kKoJqandectso M4 pacrtsopa NaOH, momenwero na TuTpoBanue

C HHAKKATOpOM (eHoAbTaNeHH; @ — KOAHYECTBO M2 pactBopa NaOH,

HOMIEIMero Ha THTPOBAHHE C MHAWKATOPOM (PEHOMOBBLIM KPACHBIM; H.—HOP-
Ma1bHOCTL pacteopa; 63,03 —muaanrpamm-sxeusaaenr H,C,0,-2H,0.

ceazannoit ¢ Al** un Fed+ H,C,0,-2H,0 2/a =

b

Onpeueﬂeﬂue Kejaesa M aJlOMUHHA

B ocnoBy paspaloTKu MeToja ONpPEACJEeHUs Kee3a H aJiOMHHHS Mbl
nogoxuau paéotry A. A. Bawkupuesa n E. M. fIkuMew [2], KoTopuiMH Gb11t
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H3yuellbl YCJOBHS Ollpe/lesleHHs] 3THX 3JeMeHTOB NpH MOMOIUH TpuioHa-b.
EnnHCTBeHHBIM 3aTpyaAHeHHeM ObLIO TOJALKO TO, YTO OKCAJaT-HOHbl MELIAIoT
KOMIIJIEKCOHOMETPDHUECKOMY OMNpejlesieHHI0 JKele3a M ajJioMMHud. Ham ue-
o6xoauMo OblT0 BHIOpaTh TakOH OKHUCIHTeNb [AJA pPa3pyLieHus okcanaar-
1IOHOB, YTOOBI TIPOLYKTBHl €ro B3aMMOJAEHCTBHA He OKasblBajH BJHSAHHS Ha
KOMIIJIEKCOHOMETPHYeCKOoe OlNpejeseHHe ajlOMHHHMS H XKeJje3a, TAKHM OKHC-
JuiteqeM okKasalics nepcyabbar aMMOHHSI. :

Xon ananusa. B xapoctoiikuil xumHueckHi crakaH Ha 100 m.a BBOASIT
nineTkoit 20 M4 371eKTPOJIHTA, O MA KOHUEHTPHUPOBAHHOH CEPHOM KHCJIOTHI
H BBITAPHBAIOT HA IJIHUTKE N0 MOSBJEHHsA OebiX MAPOB CEPHOH KHCJIOTHI.
CrakaH OCTY3aiOT, OCTOPOXHO OGMBIBAIOT CTEHKH CTaKaHa HeOOJLIIUM
KoaudectBoM BOAB (10—20 ma) w Bewnawr Tyna | e mepcyibhaTa aMMo-
HHSl, CTaKaH 3aKPbIBAIOT YAaCOBBLIM CTEKJAOM H CTaBAT Ha NJIMTKY, HarpeBawr
710 MOJIHOTrO pasioxeHus H30BITKA nepcynbhara aMMOHHS, 3aTe€M, HECKOJb-
KO CJBMHYB CTEK/IO, BHIIAPHBAIOT A0 MOSIBJACHUS TYCTHIX GeJNBIX NapoB H
ocTy*)aw1. Pas6asasior Bopoi 10—20 ma, npudapasaior 1—2 m.a KoHUEH-
TPHPOBAHHOH COJIAHOH KHCJAOTBl M HarpeBaloT [0 MOJHOTO PaCTBOPEHHUS
coJien.

ITocne pacTBopenua pacTBop TnepeBOAAT B KOHHYECKYIO KOJOy Ha
250 ma, rie pacTBOP HEHTPANH3YIOT KOHUEHTPHPOBAHHBIM AMMHAKOM, a 1O/
KoHell pas6apsenubim (1:10) ammuakom o pH = 1-—2 (BbiHOcHas npoGa
Ha OYyMaXKKy YHUBEPCAaJABHOTO HHAHKATOPA).

Hanee npoby HarpeBaioT a0 50—60°, npubasasior 1 ma 10%-Horo
pacTBopa cyabdocanuuuiaTa HaTPHs, NPH HAMAHUHH B npole xKeaesa pa-
CTBOP OKpAUIMBAETCSA B (HOMETOBO-BHIIHEBbIH 1BET, 3aTeM OPOOY THTPYIOT
0,1 n. pacrsopom rpuaoHa-B 10 HcuesHOBeHHS  (PUOIETOBO-BHILIHEBOI
okpackd. Oxpacka B KOHIle THTPOBAHKMS CTAHOBHTCS MOYTH KeaToil. OTMe-
YaloT pacxol1 M/ pacTBopa Tpuiacna-b, noweawero Ha THTpoBaHHe XKe-
Jesa. B npoGe panee onpeAensloT ajdiOMHUHHUII, TJst €ero B Npoby BBOANT
H36bITOK pactBopa Tpuaona-b (10 ms), pacreBop HarpepanT no Hauanaa
KMIIeHHS, HeATpanusyioT pasbapiennbiM (1:10) amvuakoM mo pH=5 (BH-
HocHast mpoGa Ha OyMaxKy YHMBEpPCA/JIbHOTO HHAMKATOpA), TOCJAE STOrO
K pactBopy npubasasior 10 ma aueraTHoro 6ydeproro pactsopac pH=—4,8
W OXJIaKA4I0T MOA KPaHOM 10 KOMHATHOI TteMnepaTypbl. XOJMOAHMN pacT-
Bop turpytor 0,05 H. pacTBOpOM XJTOPHOTO Keje3a J0 MOABJAEHHS YCTOHUN-
BOH C/1a60-BHILNHEBO-(PHOJETOBON OKPAacKH (nepexol  AOBOJbHO peskuil).
Cojlepanne xeesa M aJIOMHHHS NOACUATHIBAIOT Mo (BOPMYIaM:

a-u-27 925
——‘——"_’
b
TA€ @ ¥ H. o0BSM B M2 M HOPMaJAbHOCTBb PacTBOpa TpuJaoHa-B, mnomes-
LIEr0 Ha THTPOBAHHE Ke/ie3a;

27,925 — MUANMTPAMM-3KBHBAJAEHT JKeJe3a;
b—o6beM B MA 3JeKTPOAHTA, B3ATHIA IJAS aHAAH3AE,

, a . —ou’)-13,4
AP+ se/a = (@, b) '85,
rae @, uH.—06beM B M2 W HOPMa/AbHOCTb H3BHITKA pactBopa TpuaoHa-B,
B3SITOTO JAsI ONPEILENECHHS aAJIOMUHHA;
6 M H'—00beM B M. ¥ HOPMAIBHOCTH DACTBOPA XJOPHOro keaesa,
noweANero Ha THTPOBaHHE;
13,485 —MuaaurpaMM-3KBHBAAEHT ATIOMHHHA:
b—o00beM 3J4eKTPoanTa B M4, B3ATHIH IS AHAJIH3A.
AueratHpiii  GydepHbIl PacTBOpP TOTOBHTCH cMenienueM 2 H. pacrBopa
VKCYCHOKHMC/IOTO HaTpus M 2 H. PacTsopa YKCycHO#l kucsorwe (1:1)

Fe3tge' s =
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Onpenenenue mMarHus

B xumuueckuit crakan Ha 100 ma orGupator nunerkoi 10 sma 3nex-
Tposanta, no6as/sioT 20 ma BOABL, 5 ma xouunedrpupoBannoit HCl u 5 ma
KOHIIEHTPHPOBAHHOIO aMMpaKa, HarpeBalT A0 KHIEHHS U OCaxZarT THI-
POOKHCH KeJjie3a U aJIOMHHHST aMMHAKOM [0 OLIYTHMOrO 3amaxa H30biTKa
ammuaka. Ilocie 2—3-MHHYTHOTO OTCTAHBAHHA 0CAJ0K OT(HHIbTPOBBIBAIOT,
IPOMBIBAIOT 4—6 pa3 2-NpOUEHTHbIM TOPSYHM pPAacTBOPOM  XJOPHCTOTO
amMMmoHus. duaprpat co6UpawT B KOHHUECKYW KoJ0y Ha 250 ma. Ilocae
oXJslaxK/JAeHHs! K QuAbTpaTy A06aBJAIOT O MA XJAOPHAHO-aMMuauHoro Oydep-
HOTO pacTBOpa, LIENOTKY HHAHMKATopa 3pHo-xpoM uepHoro T, pacrteproro
¢ KCI B coornomennn (1:100) u satem turpylor 0,1 H. pacTBOpOM Tpu.JIO-
Ha-b no mepexoaa BUHIHEBO-KpaCHOW OKpackKH B YuCTO cHHIOKW., Cojepia-
H{e MAarHis NOACYHUTHIBAIOT 1O (dopmy.e.

a-u-12,16
b b
rjie @ W H.-——00BbEM B M2 W HOPMaABHOCTb pACTBOpA TpUJAOHA-B, mnoure:-
HIEr0 HA THTPOBAHHE MAarHH;

12,16 —Mu/IIHrpaMM-3KBHBAJIEHT MAarHus;
b—o0beM 3JeKTpoanTa, B3SATHHA LA ONPEJEJEeHUS MAariHd.

Mg?tgela =

XJIOpUAHO-aMMHa4YHBIl Gy(QepHbId pacTBOP TOTOBAT PACTBOPEHHEM
20 e NH4Cl 1 100 M2 (KOHLEHTPHPOBAHHOTO AMMHaKa B BOJE, ¢ NOCAENYIO-
LM JoBeleHHeM oObeMa pactBopa /o | sntpa.

IlpuMensss BBIIIEH3M0KEHHbIC METOAbl KOHTPOJA K IIaBEJEBOKHC/LIM
JJMEKTPOJHTAM, COJAEpKALIUM ONpeleJeHHble KOJHYeCTBAa CBOGOMHON HIaBe-
JIeBOH KHCJAOTHl H ee COMed, Mbl MOAYYHJH JaHHbIe, NPHBEAeHHbBEe B TadJjd. |
1 2. B taba. | nomelnenkl JaHHBle AJs 37€KTPOJIHTA, COAEPIKAIIETO LUIABC-
JEBYIO KHCJAOTY U ee coau ¢ Fedt u A3+ .

Ta6auna |1
Pacxon tu- .
Oumbra TPOBAHHBIX Turpars
Haszsanne Bssito, | [Nonyuweno, jotHocuteas- g1 . pact-
onpenenenuii 2/a 2ia Has B % BOpOB Ha
S M 3NeKT-
' ponura, Aa
O6man H.C,0,-2H,0 29,9000 | 30,0294 +0,40 23,82 KMnQ,
Ceroboa. H,C;0,-2H,0 24,7020 | 24,6573 —0,18 19,56 NaOH
[IlaBeaeBOH KNCIOTH, CB- 23,71—19.56=
aunoit ¢ APy Fe?* 5,1980 | 5,2314 +0,65 =4,15 NaOH
Fe’+ 0,5000 | 0,5026 +0,52 0,88 Tpuaou-5
AT 0,5000 | 0,4948 1,04 1,83 J Tpu.on-b

B 1a6a. 2 npuBe/leH aHald3 JI€KTPOJIHTA, COAEPIKABLIETO [[ABEICBYIO
KHCJAOTY U ee cond ¢ Fe’r. APt w Mg+, M3 panubix taba. 1 u 2
BUAHO, UTO COJep2Kanue CBOOOAHON 1IaBeJeBONl KHCJIOTH  ONpepe/seTca
JOBOJIBHO TOUHO Jae€ B NPHCYTCTBHH 3HAYHTENBHBIX KOJUYECTB MAarHus
B 3JIEKTPOJIHTE ¥ /I8 BHYTPHLEXOBOTO KOHTPOJSI AOCTATOUHO OAHOILO 3TOTO
onpefenenust. TuTpoBanue xe npoGhl €IKHM HATPUEM ¢ WHIHKATOPOM de-
HOM(TANeHH W IIpeJBAPHTEJNBHOE ONpejeacHHe CBOBOAHON I[ABENEBOH KUC-
JOTHl €T BO3MOXKHOCTb CYJAMTb O 3arPSA3HEHHH BAHHBI »KEJIE30M H aTIoMIl-
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nueM. DTH ABa ONpeJesieHHs] MOXHO cienaTb 3a 15—20 MuHyT #, craejoBa-
TEJbHO, €CTh NOJHAsd BO3MOXKHOCTb OLICTPO KoppeKTHpoBaTh BanHy. Ma-
pelKa I KOHTPOJIAA MOXKHO CTaBHTb IIOJIHBIH aHaJus3.

Ta6anua 2

Pacxon tH-

Owmndka | tpopaubix
Ha3spanue Bsaro, | [loayueno, | OTHOCH- 10, [y, pacTBo-| Tyrpant

onpeaeaenui 2/a 2fa TE€IbHAS nog Ha & Ma

B % 2JEKTPOJH-

. T2, MA

O6masa H,C;0,-2H.0 30,0000 30,0779 +0,86 23,86 KMnQO,
CBo6oa. HaCs0,-2H,0 22,2100 | 21,6192 | —2,60 17,15 NaOH

lllaBeaeBolt KMCAOTHI, CBS- 20,41-17,15=
samnod ¢ AT m Felt 5,1980 5,3700 43,30 =4,26 NaOH
FedT 0,5000 0,5026 -+0,52 0,88 Tpuaou-b
AT 0,5000 0,4928 - 1,44 1,83 Tpuaou-b
Mg?"r 0, 5000 0,4937 —1,26 2,03 Tpuaou-H

BoiBoAb

I. Paspa6oTanbl GBICTPEle METO/Abl KOHTPOJSA LIABEIEBOKHCABIX 3IJEK-
TPOJIUTOB TaJbBAHHUECKHX BaHH aHOAUDOBaHHsA, ob/ajaiolile JOCTATCUHOIN
TOYHOCTBIO,

2. Jlnst 11€X0BOro KOHTpPOJIsi AOCTAaTOYHO ABYX THTPOBaHHIl 3/1€KTPONIHTA
0,1 H. pacTBOpOM eAKOrc HAaTpUsl ¢ HHAHNKATOPAMH (EHOJOBbIM KDPaCHBIM
(ompenensercs cBoGOAHAS UlaBejieBasi KMCJAOTA) M ¢ MHAUKATOPOM (DeHOJ-
(brasennom (onpedensercss CyMMa CBOGOAHON HIABEJEBON KHCAOTLI M KHC-
JIOTHI, CBAAI3aHHOH C 2KeJje30M H aJIOMHHHEM).
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