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no 01.01.2002

Hacrosmuii cTauaapr pacnpocTpanseTcsi Ha XDOMOBbIE DYAbl H
KOHILEHTPAaTBl M YyCTaHaBJHBaeT TUTPHMeTPHYECKHH cepebpsaHO-ncp-
cynbdaTHbIE METOJ onpejesieHHs MaccoBoil nogau okcuaa xpova (I11)
(ot 10 10 65 %).

Merton ompejesieHHs OKCHAAZ XpOMa HO MeXIAYHapOAHOMV CTaH-
Aapry MCO 6331—84 ykasaH B NPHJIOKEHHH.

MeTol OCHOBAH Ha OKHC/JEGHHMH TpPEXBaJeHTHOrO XpoMa B CepHO-
KHCJI0/t cpele HaACePHOKHMCJBIM aMMOHHeM B NPHCYTCTBHM KaTaJjH3a-
TOpa — a30THOKHCJIOTO cepeGpa wu/II' CMeCH CEePHOKMCJIOro KobanabTa
H CEPHOKHCJIOTO HUKEJ.

IJccTHBAdCHTHEIT APOM BOCCTaHABIHBAIOT PacTBOpoM colH Mopa
H H36BITOK CTO OITHTPOBLIBAIOT PacTBOPOM MapraHUOBOKHCJIOIO Ka-
aust. [lpu maccoBoil joJje Bawaaus B adaJu3HpyemoM ofpasue 1o
0,05 % nonyckaeTcs liecTHBaJEHTHHIH XPOM THTPOBATb HENOCPEACT-
BeHHO pacTBOPoM coau Mopa B mpuCYTCTBIH HHAHMKAaTOpa (eHHJIaH-
TPaHuJIOBOH KHCIOTH. KOHEYHYI0 TOUKY THTDPOBAaHHS MOXKHO ycTa-
HABJAHBATH MOTEHUHOMETPHYECKH.

HaBecky pyAbl WJIH KOHILEHTpAaTa CIJIABJSIIOT C HNEPOKCHAOM HaT-
PHsl HAK passaraloT B cMecH cepHoit u docdopHON KHCTOT.

1. OBIUHE TPEBOBAHHUA

O6mue TpeGOBaHHS K METOAY ONMpejeseHHs OKCHAa XpoMa— IO
I'OCT 15848.0.

Hsnanve odunnanvuoe
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FOCT 15848.1—90 C. 2
2. ANNNMAPATYPA, PEAKTHBbI H PACTBOPbGI

[Teur MydeabHasi ¢ TepMmoperyJasTopoM, ofecneuyuBaioias TCMIIe-
patypy HarpeBa ue Huxe 800°C.

YcTaHOBKA NOTEHHHOMETPHUYECKas € NapaMH 2JeKTPOJOB: IJIaTH-
Ha-XJOPHJ-cepe6psAHbIH, NJaTHHA-BOJAb(pPaM HJIH IPYTUMH 37€KTpo-
namy, obecneYHBAIOWIMMH YeTKoe (HKCHPOBaHHE KOHEYHOH TOYKH
THTPOBaHUA (K. T. T.).

Turau xenesusle.

Kucnora asornas no TOCT 4461 uan I'OCT 11125,

Kucaora oprodocthopuas no FOCT 6552,

Kucnora cepras no I'OCT 4204 uan I'OCT 14262 u pasbaB.ien-
nag 1:1,1:4, 1:100.

Mapranen, (I1) cepuokucamit 5-Boauniii mo I'OCT 435 (cyabdar
mapranua (II), pacTBop ¢ maccoBoit KoHueHTpauuedr 1 r/am3.

Cepebpo asornokucaoe no 'OCT 1277 (uutpat cepebpa (I), pa-
CTBOpP C MaccoBoit konuewtpauuein 1 r/am3®. Has 6GoJbiueli ycTOHuYH-
BOCTH pacTBOPa a30THOKUCJoOro cepebpa mpuauBawor 0,5 cm3 asoTHo#
KHUCJOTH HA KaxAablii 1 nw’ pacrtBopa. PacTBop XpaHAT B CKJSIHKe
H3 TEMHOTO CTeKJia.

Ko6aabr (I1) cepuokucanii 7-Boanmii no I'OCT 4462 (cyabdar
xobaabTa (II),

Huxeap (I1) cepHokucamit 7-Bopnmii mo I'OCT 4465 (cyabdar
uukeas (II)).

Ko6asbTo-HHKeaeBbIH KaTalH3aTOP, pacTBOp: 15 I cepHOKHCJOrQ
K06anbTa B 15 I CEPHOKHC.IOTO HHke sl MOMEUI20T B CTAKJIH BMECTH-
mocTbio 700—800 cM®, npuansator 500 cm® Boabl M mepemMeUIMBAIOT 10
pacTBOpeHHs coJel.

Ammonnii HaacepHokucawnii no F'OCT 20478 (mepokcogucy.bdar
AMMOHHS), PacTBOp ¢ MaccoBoil woHuentpauueit 250 r/am®. PacrtBop
10/ieH K IpHMeHeHuio B Teyenune 7—10 cyT.

Harpuit yraexucasiii no 'OCT 83 (xap6onaT Harpusi), pacTBop
¢ MacCoBOK KOHLECHTpalueil 2 r/am’.

Harpuit xaopucteiit no TOCT 4233 (xsopua HaTpus), pacTBop ¢
MaccoBO# KoHileHTpauue# 50 r/am’.

Kucsnora QenunnaHTpaHujoBas, pacTBOp, CoAepKalluil 2 T KucJjo-
Tl B 100 cM? pacTBOpa yTJeKHCAOTO HATPUSI.

Hatpus mepekuch (HaTpus NEPOKCHA).

Kanuit asyxpomoBonucasit no FOCT 4220 (auxpoMar waaus), pa-
cTBOp ¢ MouaspHoll Kouuentparueir shkBhBageHta ¢ (!/sK.Cr:07) =
= 01 vwoan/am?; 4,032 r npv¥pomeRowECTorn KN HE, B Ibl nepe-
KPHCTa/JIH30BAHHOTO H BBICYIIEHHOFO B TeyeHHe 2—3 u npH 150—
170°C, pacrsopsior B 500 —G00 cm® BcAnl B Meplofl K016e BMECTHMO-
erbio 1000 cM®, Z0/inBawT BOAOH A0 METKH M nepemeinuBatot, 1 cm®
pactBopa coorserctByeT 0,002533 r okcnpa xpoma (III).

Coab 3aKHCH KeJje3a M aMMOHHMS JBOHHasf CEepHOKHcIad (codb
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C. 3 TOCT 15848.1—90

Mopa) no 'OCT 4208, pacTsop ¢ MOJAPHOI KOHLEHTpalHeH 9KBHBa-
gedta ¢(NH4)2SO4-FeSO4-6H;0) = 0,1 moab/am®: 39,5 r comu Mo-
pa pactBopsitoT B 250 cm® cepuoit kucaors (1:4), pacTBop (HILT-
pYIOT B MepHYi K06y BMectumocthio 1000 cm®, ponuBaioT BoJOMH
0O METhH H NepeMeliuBaloT.

Ilnst ycraHOBJIeHHS MAccOBOil KOHLUEHTPaLMH pacTBopa coax Mopa
25 cM? pacTBOpa [ABYAPOMOBOKHCJOTO KaJjiHsi C MOJISIDHOH KOHIEHT-
panueit akBuBagenta c('/6KoCrs0;) = 0,1 moab/aM® nmomemaoT B Ko-
HHYeCKYI0 K00y BMecTHMOCTbio 500 cm3, mpuauBaior 200 cm® Boawbl,
40 cv® cepuoil kucaorsl (1:1), pacTBop mepeMelIHBAIOT M OXJaXKAa-
I0T. 3aTeM NpPHJIHBAOT 5—6 Kamnejib pacTBOpa (eHHJIAHTPaHHIOBOH
KHCJIOTH, CHOBA NepeMeliHBAl0OT H MeAJIEHHO THTPYIOT PacTBOPOM CO-
Ji Mopa Ao nepexojia BHIIHEBOH OKPacCKH PAcTBOPa B 3eJEHYIO.

MaccoByo KonueHnTpauuio pactBopa coan Mopa (C) mo oxkcHAy
xpoma (III) B rpammax Ha KyGHYeCKHH CaHTHMETP BBIYHCJSIOT MO
¢dopmy.te
0,002533 25

Vi ’
rae 0,002533 — macca okcuga xpoma (III), coorserctByomas 1 cm®
pacTBopa ABYyXpPOMOBOKHCJOrO KaJus, T;
25 —o6bem pacTBOpa ABYXPOMOBOKHCJIOTO KaJiHsi, B3ATbIA
I/t THTPOBAHMUSA, CM3;

Vi—o6beM pacTBopa coiaH Mopa, H3pacXOAOBaHHHIA Ha
THTPOBaHHE C y4YeTOM 3HayeHHs KOHTPOJbHOFO OMHITa,
cM™.

Maccosyio KeHuenTpauio pactBopa cosu Mopa AomyckaeTcs yc-
TaHABJAUBATH MO cTaHAapTHOMY o0pa3sny, 6JH3KOMY 10 COCTaBy K aHa-
JausnpyeMmbim npobav. CrangapTHBIH oGpasel NPOBOASIT Yepe3 XOJ
aHaJjiu3a, Kak ykas3aHo B nin. 3.1 u 3.2,

MaccoByo Kouuentpauuio (C) pactBopa conu Mopa nmo OKCHAY
xpoma (III) B rpammax Ha KyOuuecKHH CaHTHMETD BBIYHCJAAIOT IO
tbopmyac

C—

_Am
T Ve 100

rie A — aTTecToBaHHOe 3HaYeHHe MaccoBOi fosu okcupa xpoma (1I1)
B cTaHaapTHoMm o6pasue, %;
m; — Macca HaBeCKU BBICYILUEHHOrO cTaHAapTHoro obpasua, r;
Vo — o6bev pactBopa conn Mopa, H3pacXoJ0OBaHHBLIH Ha THTPOBa-
HHEe, C Y4eTOM 3HAYeHHUs KOHTPOJbHOIO ONbITa, CM®.
Hartpuit wasenesokucabiiit mo I'OCT 5839, nepekpHcTasiH30BaH-
Hbifl ¥ Bhicywenubit npu 105—110°C po noctosiHHOR Macchl
Kanu# maprauuosokucasiit 1o TOCT 20490, pactsop ¢ MOXAPHO#
KoHLUeHTpauued sksupanenra c(/KMnO4) = 0,1 moas/am®: 32 r
MdPraHUOBOKHCAOrO Kaansi pactBopsitoT B 1000 cM® Boxbl, nepeauBa-
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FOCT 15848.1—90 C. 4

10T B OyThIb H3 TEMHOTO CTeKja BMectuMocThlo 10 aMm®, npuausaioT
9 am® BoA®l, MepeMeilHBAOT H OCTaBaA0T Ha 7—10 cyt. PactBop me-
PEJIHBAIOT, NOJb3YsSIChb CHOOHOM, He NOXOAMIMIEM 10 AHA GyTHUIH Ha
15 MM, B Apyryio OYTHIb H3 TEMHOTO CcTeKkJa. BmecTo cHOOHHPOBaHHSA
MOXHO APHMMEHATb (UJAbTPOBAHHE Yepe3 NpPOKaJdeHHHH acbecT.

Jnsl ycTaHOBJIEHHST MAacCOBOH KOHLEHTPalHH MapraHIOBOKHCJIOTO
Kajus 0,2 r L1aBe/leBOKHCJIOTO HAaTpHSi NOMEILAlOT B KOHHYECKYIO
KoJ1I6y BMecTHMOCTbIO 250 cM?® H pacTBOPSIOT NMpH cJaGoM HarpeBa-
HHH B 75 cM® BOAHI, 3aTeM NpHAHBaWT 15 cM® cepuo#t kucaorn (1:1),
HarpeBaloT fo 70—80°C u THTPYIOT PacTBOPOM MapraHUOBOKHCJOTO
KaJus [0 TNOsIBJEHHS DO30BOH OKPAacKH, YCTOHYHBOH B TeveHHe 1—2
MHH.

MaccoByio KOHHEHTPAIHI0O PacTBOPa MapraHIOBOKHCJIOrO KaJlHs
(C) mo okcupy xpoma (III) B rpammax ma KyGuueckHii caHTUMETD
BLIYHCJSIOT N0 popmysne

__ my-0,3781
C= v, ,

TAe M3z -— Macca HaBeCKH BIaBejJeBOKHCAOro BaTpus, r;
0,3781 — ko3 PHIHEHT mNepecueTa H1aBEJEBOKHCJAOr0 HaTPHsi Ha OK-
cug xpoma (I,
Vs —o06beM pacTBOpa MapraHilOBOKHCJOro KajHus, HM3pacxojo-
BaHHBIH Ha THTPOBAaHHE, C YUETOM 3HAYeHHS KOHTPOJBLHOIO
onpiTa, cM>.

Jas ycTaHOBJEHHsI COOTHOWIEHHS MEXAY PpacTBOpaMH MapraHiuo-
BOKHCJIOTO KaJiHsi ¥ cojqu Mopa B KOHHBECKY!0 X0a0y BMECTHMOCTbIO
250 cm® npuauBaioT 20 cM® pacTBopa cosii Mopa ¢ MOJSIpDHOH KOH-
neHTpauue sksuBajenta 0,1 moan/am3, 50—60 cM® BOABL W THUTPY-
JOT pacTBOPOM MapraHUOBOKHCJAOrO Kajns ¢ MOJSPHOH KOHHEHTpa-
nueit 3kpuBajenta 0,1 moan/aAmM® Ao nofBJeHHsi €1ab0-po30BOii OKpa-
CKH, YCTOHYHBOl1 B TedeHue 1—2 MHH.

Kosadpduuuenr, onpeaensioluii cooTHouieHe Mexay obbeMom pa-
CTBOpa MapraHUOBOKHCJOTO KaJiHf, H3PacXOROBAaHHOTO Ha THTPOBa-
HHe, H 06beMOM pacTBopa cosii Mopa, B3aaToro Ha ThHrpoBanHe (K),
BBIYHCJ/IFIOT IO opmye

=Y
K"‘VTu

rage V4—o06beM pacTBOpa MapraHUOBOKHCJAOIO KajHsi € MOJADHOI
KOHHeHTpauueil skBuBaseHTa 0,1 Moab/aAM® H3pacXoRoBaHHBII
Ha THTPOBaHHE, C YYETOM 3HAYEHHMA KOHTPOJBHOrO OMHITA,
cm?;
Vs — o6bem pactBopa coau Mopa, B3fTHI LA THTPOBaAHIA, cM>,
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C 5 IOCT 15848.1—99

3. NPOBEAEHHUE AHAJIU3A

31 OOparHoe TuTpOBaHue M3ObITKA coau Mopa pacTBopoM Map-
raHUGBOKMCJIOrO KaJausl

311 Paznomsenne HaBeChHM B CMECH CEPHOH #H
hochopHOH KRHUCIAOT

0,2 r xpovoBOIi py/Aibl H.IM KOHUEHTPAaTa [OVeUialoT B KoJa6y BMe-
crumoctoio 500 cv, cmauuBaoT Bojoil, npuansalor 10 cvi’ docdop-
HOMl KHCJOTbI, fepevellnnanT, npuiusaioT 20 cM® cepHOR KHCAOTHI,
BHOBb NePEMCUIHBAIOT H HArPeBalOT A0 PAa3J/OXKEHHS HaBeCKH, NepHO-
JHUYECKH ICPeMelHBas COAepaHvioe KOJaGbH 3areM pacTBOpP OXJax-
nAawoT, npuausalotT 300—500 cm® BoAbl M NepeveuHBalOT. K noJgyuel-
HOMY DacTBOPY NpPHJHBAIOT 5 c¢M® pacTBOpa CEPHOKHCJOTO MapraHua,
10 cm*® pactBopa asoTHOKHcaoro cepebpa uiu 10 cm® pactBopa Ko-
0asbTO-HHKe/1eBOro Karanausartopa, 50 ¢cM’ pacTBopa HaACEPHOKHCJIOTO
AMMOHHS W HarpeBaloT A0 NOABJEHUS MaJHHOBOH OKPAaCKH, YTO yKa-
3bIBAET Ha IOJIHOC OKHCJAcHHe Xxpoma. PacTBOp KHNATAT A0 TpeKpa-
LIeHHA BbIAEJI€HHS Ny3bIPbKOB KHCJAOpOAa, npuauBalT 10 cMm?® pa-
CTBOPa XJOPHUCTOTO HATPHSI M CHOBA KHUATAT A0 HCYE3HOBEHHS MaJH-
HOBOH OKDPackKH.

PacTBop oxsaxxaaloT, npuaHBawT pacTBop cosin Mopa a0 nepexo-
Jla OKPACKH H3 XKeJToH B 3€1eHyio M B H3O6BITOK 5—6 cm?, M36biTok
coad Mopa OTTHTPOBLIBAIOT PACTBOPOM MAapraHIOBOKHCAOrO KaJjHs
JI0 TIOAABJIEHHSI PO30BOH OKPACKHM YCTOHYMBOH B TedeHHe 1—2 MHH.

3.1.2. PasanoxeHHe HaBecKHM COJaBJEeHHeM ¢ Ie-
pOKCH}_IOM HanMﬂ

0,2 r XpoMOBOH pyAbl HJIH KOHHMEHTPATa NOMEIAlOT B JKEJE3HBIH
THTe/Jb H HachnawT 3—4 r nepokcuna HaTpHs CoAaepKHMOE THIJS
nepeMeuldBalT, HachinalT eue |—2 r nmepokcHAa HATPHS U CINAB-
adaT npu 700—750°C o noJdyuyeHuss OAHOPOAHOrO mnJjaBa Turean
OXJaX»/JaloT, NOMellaT B cTakad BMecTumocThio 600 c¢M® u BEIIIeJa-
ygBaloT naas 100—150 c¢w” Boawnl, THreqb BLIHUMAT M OGMBIBAIOT
Boao# K comep:uHMOMY cTakaHa HPHUAUBAIOT cepHylo kucaoTy (1:1)
70 pacTBOpPeHHd ocajka THAPOKCHAOB. IIpu Ha/MWMUHH Ha JHe cTakKaHa
OKaJMHBEI PacTBOP (HJLTPYIOT yepe3 BaTy B KOJOY BMeCTHMOCTBIO
500 cm®. Bary npombBaloT 5—6 pa3 cepuoit kucsaortoir (1-100).
K pacrBopy npumuBaior 30 cM® cepHoii kucaotw (1:1), 5 cm?® doc-
(OpHOH KHCAOTHI H KUOATAT 20—25 MHH AJis pa3pyilieHHsi OCHOBHOM
Macchl IepokcHia Bojopoia. PacTsop ox/aaxKAalT, NPHAHBAOT 5 cM?
pacTBOpa CCPHOKHC/JOTO Mapraiuna M avandu3 BeAyT, KaK YyKa3aHO B
m3.11

32 Ilpamoe THTPOBaHHE MIECTHBAJEHTHOIO XPOMa PacTBOPOM CO-
au Mopa (ajs pya M KOHUEHTPaATOB, coaepxamux menee 0,05 Y Ba-
Haaus )
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I'OCT 15848.1—90 C. 6

3.2.1. Tlpn pasjoxeHHH HaBecKu NpoGbl B CMECH CepHOK M ¢oc-
OpHOH KHCJIOT aHaJH3 [POBOAAT, Kak yKasaHo B m. 3.1.1. Tocne
9TOTO PAacTBOP OXJa)KAalT, NpHIAHBAIOT 25 cM® cepHOH KHCJAOTHI
(1:1), nepemMelIMBAIOT M BHOBb OXJA4XKAAIOT, NPUJIHMBAIOT 5—6 Kameab
deHUNAHTPAHHIOBOR KHCJOTH H TUTPYIOT pacTBopom coau Mopa 1o
nepexona BHUIHEBOH OKPACKH PACTBOPA B 3eJ/EHYIO.

[1pH noTeHUHOMETPHYECKOH HHAMKAUHH KOHEYHOH TOUKH THTPOBA-
uug (K. T. T.) nocje npuaHBaHus 25 cM® cepHo#t kucaoTe (1:1) pa-
CTBOP MepemMelIMBAlOT H OXJaxHaT. B xoily onyckalT COOTBETCT-
BYIOINYIO NMapy 3JEeKTPONOB M THTPYIOT PacTBOpOM cosiu Mopa A0 mak-
CHMaJbHOTO CKayKa MOTEHIHaJ/JOB NPH NepeMeUINBAHUH aHaJH3UpYe-
MOTrO pacTBopa Ha MaTrHHTHOMH MellaJike,

3.2.2. [Ipu cnsnaB/ieHVH HaBeCKH C NEepPOKCHAOM HAaTpHsl aHAaNHU3
mpoBOAAT, Kak YkasaHo B m. 3.1.2. Tlocse yero pacTBOp oXJa)AaioT,
upuauBaT 25 cm® cepuodt kucaoTh (1:1), mepeMeluUBalOT H BHOBb
OXJaxKAalT, NpHAUBAOT 5—6 Kaneib (EHHJIAHTPAHHIOBOH KHCJIOTHI
H THTPYIOT pacTBopoM cond Mopa 10 mepexofia BHUIHEBOM OKPacCKH
PacTBOpa B 3eJ/IEHYIO.

JlonyckaeTcst NOTeHUHOMETPHYECKAsh MHAMKALHS KOHEUHOH TOYKH
TUTPOBAHUA (K. T.T.), Kak yKasauwo B . 3. 2. 1.

4. OBPABOTKA PE3YJIbTATOB

4.1. Maccosywo poaio okcuaa xpoma (III) (Xcr,o, ) B mpouen-
‘Tax B PyAax H KOHUEHTPaTax BHIYUCJALAIOT NO Gopmyse
(V-K—V4)-G-100

Xcr,0,== —

Tae V —obbem pactBopa conn Mopa, B3ATHIl AJA aHanu3a, cM?;
K — cooTHouleHUe MeXAYy 0GbeMavH PacTBOPOB MapraHIOBOKHUC-
JIoro Kasius u coiu Mopa;
Vs-—o006beM pacTBOpa MapraHUOBOKHCJAOTrO KaJsusi, H3PacXopo-
BaHHBLI Ha THTPOBaHHe H36BITKA pacTtBopa conu Mopa, cMm?3;
C — maccoBasi KOHLEHTpPauHus pacTBOpa MapraHIOBOKHCJOTO Ka-
aws no okcuny xpoma (III), r/em3;
M — Macca HaBeCKH BBICYIIEHHOH pyAbl WM KOHLEHTpaTa, T .
4.2. Maccoyw nomo okcuaa xpoma (II1) (Xcro, ) B mpoueHtax
B pyAax W KOHLUEHTpaTax, coaepxamux no 0,05 % Banamus, Bbiumc-
JS10T 10 opMyJie
¥V, Gy 100

Xcr,0,= —m

rae V; —o6bem pactBopa conn Mopa, H3pacxXoAOBaHHMH HAa THTpO-
BaHHe, C YYeTOM BEJHYHHBl KOHTPOJNBHOrO OINbITA, CM®;
C, — MaccoBasi KOHIEHTpaLUHs pacTBopa coju Mopa no oxcupy
xpoma (IIT), r/cm3.
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C 7 FOCT 15848.1- 90

4.3 HopMBl TOYHOCTH H HOPMAaTHBBLI KOHTDOJS TOYHOCTH OMNpeAe-
JieHus1 MaccoBoit goau okcuaa xpoMa (III) B mpomentrax npuBejgeHbl
B Taba 1.

Tab6aunpa i

MaiccoBas nons oKcupga
xpoma (111) ¢ ‘ A l dg l ds I d, I 0

Or 10 mo 20 0,3 0,3 0,3 0,4 0,2
Cs 20 » 50 0,4 0,5 04 0.5 0.3
» 50 » 65 0,5 0,6 0,5 0,6 0,3



TFOCT 15848.1—90 C. 8

IPHAQ)KEHHE
PYAbl XPOMOBDBIE H KOHULEHTPATDI

Onpeneaenne copepxanns xpoma. Turpumerpuuecknii meton (HMCO 6331—83)

1. O6aacth npumenenus

Hacrostini MeXXAyHapOAHL# CTAHAAPT BKJIOY2ET THTPHMETPUYECKHI MeTol on-
peleleHHsT XpOova B XPOMOBHX PYA3X M KOHUEHTPATax, cojepxaumx OGojee 7%
(m/m) xpoma.

Hacrosumu# cranpapr clrepyer npuMedsars Bvecre ¢ ['OCT 15348.0 (MCO 6629).

2. Ccblaka

TOCT 15848.0 (UCO 6629). XpomoBsie pyAbl M KOHLUEHTPATH. METONH XuHMHYE-
CKOro avanusa. OGmHe 1pe6GoBanus

3. CymHocTh MeToaa

CmyiaBieHMe HaBeCKH Marepuaja ¢ MePOKCHAOM HatTpus. BbillenaynBadne na-
Ba BOJOM, MOJAKUCAeHHe CepHOH KHCHOTOH H yjasienue u3bbiTKa MepoOKCHAAa BOAIPOAA
KUNAYEH UM,

Oxiciense nonoB xpoma (I1I) Zo XpoMar-HoHOB NMEPOKCHAHCYAbPATOM aVMO-
HHA B IPHCYTCTBHH HHTparTa cepefpa B KauecTBe KaTajH3aTopa.

TurpoBauue xpoma (VI) pactsopom cysantara »xeneza (II) amwmoHus, koneu-
HYIO TOUKY HaXOMAT 4JaH BH3yageHo, fobGaBnrenHeM u30GHTKa coyabdara xeneda (II)
aMMOHHM® H OOpaTHBLIM THTPOBAaHHEM, HJH HNPAMBDIM NOTEHIMOMETPHYECKAM THTPO-
BAHUEM

4, PeakTHBH

1. Tlepoxktun Hatpus.
.2 Cepnas kucaora, ¢ = 1,84 rfomd.
J Cepnas kucaora, pasbasienHas 1: 1.
4. CepHas KucsoTa, pasbapyeudas 1 :4
.5 Oprodocdopuasi Kucjaota, ¢ = 170 r/cM3.
.6 Cyapdar maprarua (I1), pacresop 100 r/av?

Pacrsopsior 103} r cepHokucioro mapradua (MnSO,-7Hx0) B 1 avd® Bogw.

4.7. Cynpdar mapranua (I1), pacrBop 1 r/am® CwmewunBawor 10 cu® pacrsopa
cyabara mapradua (m. 4 6) ¢ | aM® BOnH,

48 Hutpar cepebpa, pactBop 1 r/am?,

Jna oGecneuenust GoJpluedt cTaGHABHOCTH pacTBOpa HuTpara cepebpa nobas-
asior o 0,5 ¢M® a30THOH KHCJOTH Ha KaXKAB 1 am® pacTBopa.

XpaHaT pacTBOpP B COCYAE H3 TEMHOFO CTEKJIa,

4.9. Tlepokcuarcyabdar aMMouus, pactsop 200 r/av® TorcBsT pacTBIp Hemoc-
DeACTBEHHO mepes ynorpebienden.

4.1). Xnopucrniit natpuil, pacreop 50 r/am®. Pactsopsior 50 © XJO)DHUCTOTO HaT-
ous (NaCl) B | am® BogwL

411 Ilepmanranar Kajus, CTAHAAPTHHIA THTpoBaHublE pactBop (1/5 KMnOy) =
=~ 0,1 Moan/am3,

4111 IlpuroToBAEeHUEe pacTBOpaA

Pacrsopsior 32 r nepmanranara kajaus B 1000 cm® BoAn, MepeHOCAT pacTBOp
B OyThiIb H3 TEMHOro crexja sMecTuMmocThio 10 am3, nobasasior 9 am3 Boxwi, mepe-
MELIKBAIOT ¥ OCTaBJAT cTosiTh 7—10 nuedt.

IS St TRV -V SN SN
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Toabaych cHBOHOM, NEPeJUBAIOT PACTBOD B APYIYK OyTbiib H3 TEMHOTO CTeK-
aa (TpyOKy cHdOHa BCTABJAAKT B OYTblb TAK, 4TOOB KOHEW TPYOKH HAXOLHJACA Ha
pacc1ofHuu 15 cM oT aHa GYThII)

4.112, Yeranoska TuTpa pacrTBoOpa

IMomemawr 0,2 r 6e3BOAHOrO OKCANaTa HaTPHA, NpPeJBaPHTENbHO BhICYIICHHOTO
npu 105—110°C, B nouuueckyw koaBy BMecTHMocTblo 250 cm3, moGasasior 75 cm?®
BOJE H PACTBOPAIOT npu Harpesanuu JoGasasioT 15 cM® pacTBopa CepHOH KHCJIOTH
(n 43) u narpesawr o 70—80°C. TurTpyloT PpacTECPOM NepMaHraHaTa KaJiHs
(m 411 1) no poscBofi okpackn, He ucyesaouieli B TeyeHue 1—2 mun,

Turp (T) pacrsopa mnepMauraHaTa KaJiMf, BHPaXEHHHH B rpaMMax Kejesa,
PaccuuTHBAIOT 10 (opMyse

m-0,2587
— v »

fAE 11— Macca HaBeCKH oKcaJlaTa HaTpHA, T;

V— o6peM pacTBopa nepMaHrasaTa KaJHs, H3PacXOJOBaHHBIA Ha THTPOBaHHe,

cmd;

0,287 — dakTop mepecyera OKcaslara HAaTpud Ha XPOM.

412 Cynptbar xenesa (II) ammodus, CcTaHAapTHBIE THTPOBAHHBIA pacTBOp
¢(NH,)2Fe(S04) 5 6HO=0,1 moan/nmd.

412.1. IIpuroTtoBaeHHe pacTBOpaA

Pactopsior 39,5 r cynndarta xeneza (II) ammonna B 200 cm® pacTtBopa cep-
vofi xucaorsl (0 44), orduabTPOBLIBAIOT PACTBOP B VeEpHYI0 KoAGY BMECTH-
mMocthio 1000 cM?, foHBAOT BOAGH KO M_TKF H MepeMeilHBaIoT.

4122. YcTanoBKa THTpA

Movemaior 0,2 r GuxpoMaTa KaJiusi, NEPeKPHCTAAIH30BAHHOIO M BHICYIICHHOIO
npu 180—200°C no nocrosHHOH MaccH, B cTakaH BMecTuMmocrbio €00 om3, paciBo-
paior B 200 cmM® Boawl, no6Gasasior 50 cM} pacTBopa cepHoR Kuchorsl (M. 4.4), nepe-
MeIHBAOT W oxJaxaanT [lovcimalor 3achTpoabl (n 511) B crakad m THTPYOT pa-
cTBOTOM cyJabtara xeqeza (I1) amvionua (m 412 1) 10 MakKcHMaJibHOTO OTKJOHE-
EMS CTPEAKH MUMAHBOJAbTMeTpa (m 51 3).

Tutp (T,) pacreopa cyabdara xenesa (1) aMmonus B rfcM® DacCHHTHIBAIOT
no gopvyae

m-3635
T|: V ’

rae m — macca OMxpoMaTta Kaaud, r,
V —ob6beM pactsopa cyibdara kenesa (II) amMMonusa, M3pacxOJAOBAHHBIH HA
THTDC BaHHe, oM
08,2335 — dakrtop nepecuera GHXPOMATA KAMMS HA XPOM.
Turp pacreopa cyibata xenesa (II) aMMOHHA H3MeHseTCA H AOJKEH KOHT-
POJIHPOBATLCH B KaXKAOH cepHH ompejede ui,
1123 Pacuer COOTHOWEHHUN MeXAy PpacTBopamMu Cyab-
dbara xendesza (II) aMMOHHY M nNepMaHTaHaTa Kaaus
Or6npao? nuneTkofi HAH ¢ moMompio Gioperku 20 em® pacrBopa cydbdara XKe-
qeza (11) amMMonHS B paciBOp KOHTPOJBHOLO OIBITA, NPeIBAapHTENbLHO OTTHTPOBAH-
HOTO PacTBOPOM nepMaHraHara Kaausg (o 4 11)) 3arem noGasrswor 50—60 cm® Bo-
AB H THTPYIOT CHOBAa paCTBOpPOM INepMaHrasHaTa kanua (m. 4,11) ao mosiBAeRHUst po-
30BOH OKpacKH, He HCYezawlleil B TeueHHe 1—2 MuH

14
f" Vl ’
rge V — ofpeM pacTBOpa NEepMaHraHaTa KaJug, H3PacXxONOBaHHHIE HAa THTPOBaHHe,
cM3;
V,— o6vev pactBopa cyiaetharta xeneza (II) aviMoHH#, B3ATHE 145 THTpOBa-
HHS, CM5,
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4 13 Hurpur Hatpusi, pactBap 10 r/am®,
4.14. MoueBuHA.

5. Annapatypa AJis NOTeHUHOMETPHYECKOT0 THTPOBAHHS

5 1. [Tapa 3/J1eKTPOAC3. HHAHKATOPHBIA TNIATHHOBHIH 3JIGKTPOA K 3JAEKTPOA CpaB
HEHUs KaJOMeJIbHBIH HJH BOJb(MpPaMoBhi

52 MarHutHad MellaJka.

5.3. MuaAuBOJBLTMETP 3JEKTPOHHOIO THNMA C BLICOKHM MOJHLIM CONPOTHBJEHHEM
ajsi uaMmepenusi pH, DPHrOAHBI Anf 3anUCH OPKJIOHEHHMHA TloTeHLHWAasJa B TOYKe 3K-
BHBAJICHTHOCTH NpPH THTPOBAHHH nO BHOPaHHOH CXeMe HHAHKATOP/3TEKTPOA CpaB-
Henaa (m. 3.1).

6. MposepeHne ananusa

6.1. HaBecka marepuaJa. Jas anaausa Gepyr 0,2 r marepuana,

62 Pasnoxenne Habecku. [lomemaior HaBecky matepuasa (0 62) B KopyH-
JHOBbIH, HHKeJNeBbiH HJIH XKeJle3Hblil THreJdb M R00aBAAIOT 3—4 © DHPOKCHAA HATDHA
(n. 41). TlepevewrnBaoT comepxk4vMoe THUTIA CTEKJASHHOH INaJOYKOH, MOKDHBAIOT
cioeM nepokcupa Hatpus (1—2 r) H ocropoxHo HarpeBawor npu 400—500°C, 3a-
tev npn 800 —850°C, mepemewiuBasd CcOJEepKHMOe THFRJIA H MOLJAEPKHBAA TeMIepa-
TYpPY NOCTOSEHOH A0 TeX Nop, Noka He OYARET AOCTHFHYTa TOMOI€HHas Macca pac-
nnasa (5—7 MHH). 3aTeM THTeJb OXJAXKJAAIOT, MOMEILAIOT B CTAaKaH BMECTHMOCTDIO
600 cm® u BmmesnausuBalor naas 100-—150 cm® ropsueir Boawl Tureab oGubBaOT
BofoH Ec/aH yacTmubl IJIaBa IPHCTAAH K CTEHKaM TWrasi, lobaBiasior 7— 3 Kaneab
pacrBopa cepuoil kucaoThl (n. 43)  2—3 cm® Boxpl. [locse noJHOro pacTBOPeHHS
YaCTHL, N/aBa COSAHHAIOT NOJY4YEHHHIH TakHM 06pa3oM pacTBOP C OCHOBHBIM PacTBO-
pOM H CHOBA OOMBBAIOT THFeJb BOJOH.

HJo6apasioT pacTBOP CepHOM KHCHOTH (0, 4.3) 10 NOJHDIO pacTBOpeHHs 0CajiKa
THADPOKCHAOB, pa3baBJsflOT pacTBop Bojaol o CU0-—350 ol nobasasior 10 cM® cep-
Hoft kucaoth (m. 42), 5 cv® oprodocdopHolt kHeAOTH (0. 4 5) H KANATAT B Teve-
Hue 20 —25 MHH AJs Da3/IOXKEHHsi OCHOEHOH Macchl NMEPOKCHAA BOJOPOZRA.

@uabTpYIOT pacTBOp AJIS OTHE/EHHS HEPacCTBOPHMONO OCaJKa 4Yepe3 HeNJIOTHBIR
OHIBTP MM JaBCAHOBYIO Baty, cobupas ¢pusibTpat B CPaKaH BMmecTUMOCTbio 800 cm3.
[IpomuBaoT ¢uabTp ¢ ocaaxom 6—8 pa3 ropsayedl BOZOH H oTOpachiBalOT ero.

Hcbasngor 10 cm® pactsopa TnHTpaTa cepebpa (n 48) » 1 cv® pacrsopa cy.lb-
tdara mapranua (II) (n. 4.7) B ToM cayuae, ecan pyna copepxut menee 0,1 % no
macce Mapranua. Jobasasior 25 om® pacTBopa nepokcuiarcyabpara amMoHus (m. 4.9)
H HarpeBaloT pacTBOpP A0 NOSBJEHHA MAJHHOBOH OKPaCKH, YTO YKa3HBaeT Ha TOJHOTY
okucaenusi xpoMa Kunsitat pacTBop B Teuenue [2—15 MHH Ads pa3pyLUeHHS MepHK-
cupucyJbpara ammonus, gobasasior 10 cM3 pacrBopa xJgopucroro Hatpus (n 4.10)
H cHOBa KHOATAT 8— 10 MuH Ans paspyuleHuss Mapra{iueBOH KHCJIOTHI M KOATYJISILHH
ocajka XxJopHucroro cepe6Gpa. JloGaBasiioT 2 cM3 pacTBOpa CEPHOKHC/IOTO MapraHua
(1 47) 1 KMIATAT TOJABKO 3 MHUH

Ecau po3oBasi oKpacka NOSIBJsieTCS, NPOAOJKAIOT aHAaAH3, xah Yha3aHO RBHILIe
HauuHas co ¢J10B: «Ku14TaT pacTtBop B Teuenue 12—13 MuH»

6§3. OnpexneneHHue

631 Turposanue ¢ 8UBYAALHBIM PUKCUPOBAKUEM TOUCh IKBUBQIEHTHOCTU

HobGasnmor pacTBop cyabdara xkenesa (II) ammoHus (n 4 12) ua Goperku B
CTaKaH, COJepXalul HCNBITYeMBIl pacTtBop, AC Tex MOp, IIOKa IBET pacTBOpa He me-
peiizerT M3 Xenaroro B 3eneHnll (xpoM (VI) u Bawagui (V) BoccraHaBAHWBAKTCH 1O
xpoma {III} u Banamua (1V) o6asasior u3 6GiopeTkH eume 5—10 cw® pactBopa
cyasdara xenesa (1) amMMmoHus B #30bITOK THTPYIOT pacTBOPOM NEpPMaHraHara Ka-
aust (m1 4.11) Ao po3DBOI OKpackH He Hcyesawlueld B TeueHwe 1— 2 MuH

[Tpumeyanune OxHOBpeMEHHO NEpVaAHraHaTOM KaJHA TUTPYETCS BaHajui
(IV). ITosTouy o6bem pacTBopa cyandara xedesa (I1) aMMOHHA COOTBETCTBYET TOJIb-
KO COIepXKaHHIO XpoMa.
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832 IlorenyuomeTpudeckoe TUTpOBaruUe

JoGaBadioT K uenuryeMoMy pactsopy §) ovd pacreopa cepHoft KHCJOTH (1 4 4),
B CTaKéH IOMEIAlOT ABa 3JeKkTpoaa (m §3 1), BRMOYAIOT MarHHTHYIO MEINAJIKy
‘m 512) u THDPYIOT pactBopoM cyJibdara keaesa (II) amMoHHs 10 MakcHMaJbHOrO
Ofh [OHEHHsn CTPeNhH MUWUIHBOAbTAMIEDMETPA K KOHUY THTPOBAHUA — MENJICHHO

Mprvweaanne OO6beMm H3PACXOAOBAHHOIO HA THTPOBAHHE PAacTBOpA COOTBET
<TByer 0obIleVy COAEPHAHHIO XpOMa H BaHAAHA

To6aBasiioT No KanjasM pacTBOp NepMaHraHata hajus (m 4 11) 1o nosiBaeHHs
PO30BOH OKpacKkH He Hcyesamoulell B TedeHHe 2 MHH NAd OKHCJEHHA BaHaaus Boc-
CTaHABJUBAIOT H3OBITOK pacTBOpPA NEPMAHTaHaTa KaJufA, A00aBass MO KalJISM pact-
BOp HuTpara Kaahsg (nm 4 13) A0 HCUE3HOBEHHA DO30BON oOKpacku HeMeaneddo ao-
Gasasiror 1—135 r MoueBnns (n 4 14) nas ynaneHuss u3buTKa HHTpaTa Kaaus Twur-
PYIOT BaHaaui pacTBopoM cyabdara kenesa (II) aMvicHHS 10 MaKCHMaJBHOTO OTK-
JIOHEHHsT CTPEJIKU MHJJIHBOJBTMETPA

Pasnuua B ofbvemax pactsopa cyibbara meaesa (II) ammonus, H3pacxomoBaH-
HEI\ Ha THTPOBAHHE COOTBETCTBYET COAEPKAHHIO XPOMa

7. O6paboTka pe3yabTaToB

71 Pacuer coOlNepXaHHAA XpoMa NDPH THUTPOBAHHH C BH-
3yaabHOH ¢HKCAanHed TOUYKH 3KBHBAJEHTHOCTH
Copepanne xpoma (Cr) B npolleHtax (/m/m) BHUHCASIOT 0O ¢$CpMyIe

_ WV r=V)—(Va IV T

m

Cr ),
rae Vo — oObev pacrBopa cyabara xkesesa (II) avmonns, u3pacxoacBaHHHRA Ha npo-
BeJleHHe aHaAH3a, cMS,
V,—o0beM pacTBOpa NepvaHraHaTa KaJjHf, H3PacXOJNOBaNHHWA Ha THTPOBaHHe
#abniTka pacrsopa cyapdara xenesa (II) ammonns, em3,
Vo — oGbem pactBopa cyabtara xeneza (II) avimonus, noGaBneHHHA K PacTBOPY
KOHTPOJILHOTO OMKTa, aM3,
V; —006beM pacTBOpa NepMAaHTaHATAa KaJus, H3PACXOJOBAHHEIA HA TUTPOBaHHE
Hsﬁbn;(a pacrBopa cyapdara xeneza (I1) aviMOHHS B KOHTPOJIBHOM OIBI-
TE, CM3,
| — COOTHOLIEHHe MeXIy pacTBopaMu cyabdara xkenesa (II) amMmonus u mep-
MaHraHara KaJus,
T —1uTp pacTBOpa NMepMadraHaTa KaJsusl, BHIPaXKeHHWH B r/cM3 xpoma;
MM — MACCa HaBEOKH MarepHana r
K — daxTop nepecueTa COASPIKAHMS XpOMa HA CVXOe BELIECTBO
72 Pacuer cojgepxMaHUA XpoMa TNPH TMNOTEHUMUOMETPHU-
YeCKOM THTPOBAYHH
Conepxanne xpova (Cr) B npouenrax (m/m) Buuucasiior mo gopuyae

(Vy—tsg) T, 100
n

Cr= I,
rae V; — obbeM pactsopa cyabdara xeneza (II) avvoHHs, H3PACXOMOBAHHBIA HA TUT-
pOBaHHe XpOMa H BaHaaus, cM3,
Vo —obnev pacrBopa cyabaTa keseza (II) avMOHMS H3DACXOXOBAHHHIA Ha
THTPOBaHUE BaHagug, cM®
T, —tutp pacrBopa cysb(ara xeneza (II) avmoHHA, BHpPaXKeHHHH B rfcm3
xpoma
m — Macca HaBecKu Martepuana, r;
K — ¢axrop nepecyera COfepKAHHA XpOMa Ha CyXoe BELIECTBO,
73 IlepecueT cOmep¥aHHA XpoMa H4a OKRHCH XpoMa

Cr;0; [% (m/m)] = 1,4615 Cr[% (m/m)]
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7.4. lonyckaeMune pacXOXKAEeHAS MeXAY pe3yJbTaTaMH ABYX NapajJebHeN aHa-
JM30B He NOJKHH NPEBHIUATH YKA3aHHRIX B TaOJile.

Cozxepxaniie xpova, JONyCcKarMEe PACXodk AeHud,
% (m/m) Co (mfm)
Or 7 no 15 0,2
Cs. 15 » 30 0,3

» 30 0.4
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