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Hacrodamuii cTaupapT pacnpocTpaHsieTCA Ha XPOMOBbIE DYALI H
KOHIUEHTPATHl H YCTAHABJAUBAeT THTPHUMeTPUUYECKUH cepeOpsAaHOo-1ep-
cyAbMaTHbIH METOMH OnpeAeieHHss MaccoBOoM aonau okcuaa xpoma (II1)
(ot 10 70 65 % ).

Metoa onpejeseHHs OKCHAA XpoMa HO MEXAYHAPOIAHOMV CTaH-
papry MCO 6331—84 ykaszaH B npuJIOKeEHHH.

MeTolT OCHOBAH Ha OKHCJCHHH TPEXBaJEHTHOTO XpoMa B CEPHO-
KHCJIOU Cpele HALCEPHOKHUCJABIM aMMOHHEM B IPHCYTCTBUH KaTaJjJH3a-
TOPA — A30THOKHUCJOTO cepedpa ual' cmecH CEePHOKHCJIOro KolaJibTa
H CEPHOKHCJOTO HUKENS.

HiceTUBAJMCHTHBIN APOM BOCCTAaHaAB.IHBAIOT pacTBOPoM coau Mopa
H H3OBITOK ¢TI0 OITUTPOBLIBAOT PaCTBOPOM MAapPraHIlOBOKHCJIOIO Ka-
nus. llpn mMaccoBoil jaoJqe Bauaausa B aHaJu3upyemov obpasie A0
0,00 % nonyckaercsi uieCTHBAJEHTHBIH XPOM THTPOBATh HENOCPEACT-
BEHHO pacTBOpOM CoJH Mopa B NpHCYTCTBHH HHAUKATOPA (EHHJIAH-
TPAHUJIOBOU KHCJOTHL. KOHEUYHYIO TOUYKYy THTPOBAHHSA MOXKHO YCTa-
HABJHBATH MOTCHIIHOMETPHUYECKH.

HaBecky pyabl WJIH KOHUEHTpPATa CIJIABJAIOT C INEPOKCHAOM HaT-
PHST HJIHM pas3araiT B CMeCH CepHON H pocdopHOU KUCHOT,

i. ObIUUE TPEBOBAHHUA

Ob6miue TpeOOBaHNA K METOAY ONpefeseHUsT OKCHAa XpoMa — Mo
[TOCT 15848.0.

Uszpanne odunnaapvhoe
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FOCT 15848.1—90 C. 2
2. AFIMAPATYPA, PEAKTHBbI H PACTBOPbI

[leup My(eabHasa ¢ TEepMOPeryadaTopoM, obecneyuBaloniasg TCMIIE-
paTtypy HarpesBa He HUxe 800 °C.

YCTaHOBKA NOTCHILHOMETPHYECKaa ¢ nmapaMH 3JE€KTPOJOB: IJaTH-
Ha-XJOPHA-CepeOpsAHbIY, MJaTUHA-BOJAb(PpPaAM HJAH JIPYTUMH 3JIEKTPO-

AaMmy, obecneyHBaAlOHIMMH 4YeTKOe (PHKCHPOBAHHE KOHEUYHOH TOYKH
TUTPOBAHUs (K. T. T.).

Turau xKesesHsle.

Kucaora aszornas no 'OCT 4461 uau I'OCT 111205,

Kucaora oprodocdopnas no F'OCT 6552.

Kucaora cepuaa no 'OCT 4204 uau I'OCT 14262 u pasbasJeH-
Hasg 1:1, 1:4, 1:100.

Maprauen (II) cepuokucanii 5-Boanbiii no I'OCT 435 (cyabdar
maprania (II), pacTBop ¢ mMaccoBOH KOHHeHTpauuen 1 r/am°.

Cepebpo asorHokucaoe no I'OCT 1277 (uutpat cepebpa (I), pa-
CTBOpP C MaccoBoH KoHuenTpamumed 1 r/am3. [daa OosbiueH yCTOHUH-
BOCTH pacTBOPa a30THOKHCAOTO cepebpa npuauBaroT (0,5 cM® a30THOH
RHCJOTBl Ha KaxkAbik 1 avi’ pactBopa. PacTtBop XpaHAT B CKJSIHKE
H3 TeMHOTrO CTeKJa.

Ko6aabt (I1) cepHokucaniii 7-BoaHbii no I'OCT 4462 (cy.abdar
kobaabta (II),

Huxeap (II) cepnokucamii  7-Boannii no I'OCT 4465 (cyabgpar
Hukeas (II)).

KoGaJbTO-HHKe/JeBBIH KaTaJaH3aTop, pacTBOP: 1D I' CePHOKHUCIOrO
roOasbTa U 15 I' CEPHOKHC.IOIO HHRE.IS MONMENUI20T B CTAKJIH BMECTH-
MocTbio 700—800 cm?, npuauBaioT 500 cMm° BOIbLI H MepeMelUBAT 10
PACTBOPEHHS COJMEH.

AvMMoHuH HaacepHokHCAbH no ['OCT 20478 (mepoxcoaucy.abgart
AMMOHHS,), PacTBOP ¢ MaccoBoH koHUeHTpauuein 250 r/am°. PacrtBop
10JeH K IPHMCHeHunI0 B TeyeHue 7—10 cyT.

Hatpuit yraexucasiii no 'OCT 83 (xapbonar HarpHsa), pactBoOp
¢ MaCCOBOH KOHLECHTpauuei 2 r/am’.

Hartpuit xqopucteid no I'OCT 4233 (xqgopua Hatpus), pacrBop ¢
MacCcoBOH KOHIeHTpauHed o0 r/am’.

Kucaora dgeHunanTpaHujoBagd, pacTBOp, CoOAepKallHid 2 I KHCJO-
Tel B 100 ¢cM? pacTBOpa yrJaeKHCAOTO HATPHA.

Hatpus mepexknuch (HaTpHsg NepoKCHI).

Kanuii gsyxpomoBonucabiil 1o T'OCT 42.0 (auxpomar kadaug), pa-
CTBOD ¢ MOJAPHOH KOHUeHTparHel 3wBubagcuta ¢(Y6KoCra0y7) =
= 01 voan/am’; 4,903 r npvxpoveorOwUCTorn w9 lig, TBA Ikl Nepe-
KPUCTAJNJU30BAHHOTO MW BBICYIIEHHOTO B TedyeHHe 2—3 4 npu 150—
170°C, pacrBopsaior B 500 —G00 ¢m® BcAbl B Meplioll Xon16e BMECTHMO-
cthio 1000 oM, gojinBawT BOKOH A0 METKH M nepeMemuBator, | cm3
pactBopa cooTBercTBYeT (,002533 r okcupa xpoma (lI1).

CoJsib 3aKHCH 2xKeJe3a U aMMOHMA JBOHHAsA CePHOKHCAa9 (cCoJb
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C. 3 TOCT 15848.1—90

Mopa) no I'OCT 4208, pacrsop ¢ MOJAPHOH KOHUEHTPalUHeil 5KBHBA-
jJeHTa ¢(NHj)2504-FeS0O,4-6H0) = 0,1 moap/am3: 39,5 r cojiu Mo-
pa pactBopsitoT B 200 cm® cepHoii KHCJaOThl (1:4), pactBop GHJBLT-
PyIOT B MepHYIO Koa0y BMmecTuMocthbio 1000 cM®, ponuBawT BOJOU
J0 METhH M IepemMeliuBalor.

s ycTaHOBJIeHHST MAcCCOBOIl KOHUEHTpallMu pacTtBopa coaun Mopa
20 cM°® pacTBOpa ABYAPOMOBOKHCJOIO KaJHsi C MOJISSPHOH KOHIEHT-
panuein sksuBaJjenra ¢(/gK.Cr0;7) = 0,1 moap/AM® nomeaioT B KO-
HHYECKYVIO KOJa0y BMecTHMOCTbio 900 cm®, nmpuauBaior 200 cM® Boabl,
40 cw’® cepro#l kucaotre (1:1), pacTBOp mepeMelWIUBAXOT H OXJaxKAa-
I0T. 3aTeM NpHJANBAOT 5—6 Kamnesb pacTBopa (EHUNAHTPaAHHUJIOBOH
KHCJOTLI, CHOBA NEepeMelinBalT 4 MeNJIeHHO THTPYIOT PacTBOPOM CO-
Ju Mopa po nepexojia BHIUHEBOH OKPACKH pacTBOpPa B 3eJIEHYIO.

MaccoBy1o KoHueHTpauui pacrBopa coau Mopa (C) no okcHAy
xpoma (lIII) B rpammax Ha KyOW4eCKMH CAHTHMETD BBIYUCJSIOT MO
dhopmy.e

0,002533 25

C= v ,

rae 0,002533 — macca okcuga xpoma (1I1), coorBercrByromas 1 cm3
pacTBOpa ABYXPOMOBOKHCJOrO KaJHs, T;
20— 00beM pacTBOpa JABYXPOMOBOKHUCJOIO KaJiHsA, B3ATLIH
It TUTPOBAHUSA, CM7;
Vi —ob6bemM pacTBopa coad Mopa, H3pacXxOJ0BaHHBIH HA
TUTPOBaHHE C yYeTOM 3HAYeHUS KOHTPOJIbHOIO ONbLITA,
CM .

MaccoByio KeHlleHTpaliHio pactBopa coan Mopa jgomyckaercs yc-
TAHABJIUBATH M0 cTaHAapTHOMY o0pasuy, 6JJU3KOMY 110 COCTABY K aHa-
JusupyeMmbivm npodam. CranpapTHei oOpasell NPOBOAST Uepe3 XOJI
aHaJin3a, Kak yKkaszaHo B ni. 3.1 u 3.2.

MaccoByio koHuenrpauuio (C) pactBopa coad Mopa mo OKCHAY
xpoma (IIl) B rpammax Ha KyOUYeCKUH CAHTHMETD BBIYHCJIAIOT IO

(POPMV.JIC

A my
(= 700 -

raie A — arTecToBaHHOE 3HAYEHHE MACCOBOH aoJu okcuiaa xpoma (11I)
B cTaugapTHom obpasne, Y%;
M, — Macca HaBeCKU BBLICYLIEHHOrO cTaHAapTHoro obpasua, r;
Vo — 0o6bev pacTBopa coad Mopa, H3pACXOAOBAHHBIYM HAa THTPOBA-
HUe, ¢ y4eTOM 3HA4YeHUs KOHTPOJIbHOTO ONbITA, CM°.

Harpuit maBeneBokucablii no I'OCT 5839, nepekpucTaajiH30BaH-
HbIH ¥ BeIcyILeHHbI npyu 105—110°C p10 nocTOsSIHHON MaccChl

Kamui mapraduosokacaoid 1o [ OQCT 20490, pactaop ¢ MOAAPHOH
KOHLleHTpauued sksuBatentra c(/KMn0y) = 0,1 moas/am?: 32 r
MdpPraHUOBOKHCAOTO Kaausi pactBopsatoT B 1000 cm? BoAbl, nepesuBa-
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FOCT 15848.1—90 C. 4

10T B OyThblJIb H3 TEMHOTO CTeKJa BMecTHMOCTbIO 10 AM°, NpHAMBAIOT
9 aM3 BoAbl, MmepeMeliHBalOT H ocraBaai0T Ha 7—10 cyTt. PacTtBop me-
peJNHBAIOT, NMOJb3ysACb CHU(POHOM, He AOXOAMUHM N0 AHA OyTHUIH HA
15 MM, B Apyryw OYTHJAb H3 TEMHOro crexJjga. BMecTo CHHOHHpPOBAHHSA
MOXHO TNPHMEHATb (PUJALTPOBAHHE uepe3 NPOKaJeHHBH acOecT.

IIJid ycTaHOBJIEHHST MAaCCOBOH KOHIEHTPauHH MapraHuOBOKHCJIOTO
Kaausa 0,2 T 11aBeJeBOKUCJOTO HATPHA NOMeENlaloT B KOHHYECKYIO
KoJ0y BMecTHMOCTbIO 250 cM’ H pacTBOpPSRIOT NPH CJa0OM Harpesa-
HHH B 75 c¢m3 BOABI, 3aTeM npHauBawT 15 cM? cepro#t Kucaotw (1:1),
HarpeBalT g0 70—80°C u THUTPYIOT pacTBOpOM MapraHIUOBOKHKCJOIO
KaJHsa [0 MOSABJEHHS PO30BOH OKpPacKH, YCTOMYHBOH B TeueHHe |—2

MHH.

MaccoByio KOHHEHTpPallHI0 pacTBOPa MAapraHioBOKHCJAOro KaJHg
(C) no okcupy xpoma (III) B rpammax ma KyOMYECKHH CAHTHMETD

BBIUHCAAIOT o dopmylie

= V3 ;

e My -— Macca HaBeCKH BiaBeAeBOKHCAOrO HATPpH4, T;
0,3781 — ko3 pHUHEHT nepecuyeTa HIABEJEBOKHCJAOrO0 HaTPHA HaA OK-
cup xpoma (I11);
V3 —o6beM pacTBOpa MapraHilOBOKHCJAOTO KaJjHsd, H3Pacxono-
BAHHBIH Ha TUTPOBaHHE, ¢ YUYeTOM 3HAYCHHHA KOHTPOJALHOIO

ONBITa, CM°.

s ycranoBJeHHsT COOTHOMIEHHS MEXKAY pacTBOPpaMH MapraHllo-
BOKHCJIOTO KaJaus H coau Mopa B KOHUUYECKYIO KOA0Y BMECTHUMOCTBIO
250 cm® npuamnBawT 20 cM® pacTBopa cosin Mopa ¢ MOJADHON KOH-
neHTpaude skBuBaJjenta 0,1 moab/am®, 50—60 cm? BOABL H THTPY-
I0T pacTBOPOM MADPraHUOBOKHCAOrO KaJinsg € MOJAPHOH KOHILEHTPA-
nued 3xkBuBaJjeHTa 0,1 moab/AM® po nosdsienns caabo-poO30BOH OKpa-
CKH, YCTOHYHUBOH B TedeHHEe 1—2 MHUH.

KosppuuueHT, onpeAeasiollul COOTHONIEHREe MeXAy 00beMOoM pa-
CTBOpa MapraHUOBOKHCJOTQ KaJiHf, H3PaCXOAOBAHHOTO HAa THTPOBA-
HUe, H 00beMOM pacTBopa cosii Mopa, B3aToro Ha THTpoBaHHe (K),
BRIYHCJASIOT 110 PopMy.JIe

K=+
rie Vi-—o6bem pacTBOpa MapraHuOBOKHCJOTO Kajus ¢ MOJADPHOIL
KOHIleHTpaluen 3KkBuBaJjgeuTta 0,1 Moab/AM® n3pacxoaoBaHHbIH
Ha TUTPOBaHHE, C YYETOM 3HaYeHHH KOHTPOJLHOTO ONHITA,
cCM*;
Vs — o6bem pactBopa cosin Mopa, B3fThil AJA THTPOBAHIA, CM®,

11



C 5 ITOCT 15848.1—5¢0

3. MPOBEAEHHUE AHAJIU3A

31 OoOpatHoe TUTpOBaHMe M30bITKA cogu Mopa pacrBopoM map-
FaHICBOKUCAOTO KAJHA

J11 Pesnomsenne naBechM B CMECH CePDHOH H
GOCPOPHOHU KHCIAOT

0,2 T XpovioBOIl Pyabl H.IH KOHUEHTpPATa NoMVeliarT B K0J0y BMe-
crumocthlo 500 c¢v , cmauuBawT Boaol, npuausarwT 10 cv? docdop-
HOH KHCJAOTBHI, epevMensanT, npuansaT 20 cM® CepHOH KHCAOTHI,
BHOBb [lepeMELIHBAOT H HArpeBarlT OO0 Pa3J/OXKEeHHS HAaBECKH, MEPHO-
AHUECKH TICpeMeliHBast colepssuvioe Koa0b 3areM pacTBOp OXJazk-
narwT, npuanBaT 300—500 ¢M® Boabl W nepevelIHBAOT. K MOJAyUYeH-
HOMY pPacTBOPY NPHJAHBAIOT O CM® pacTBOpPa CEPHOKHCJAOIO mMaprasla,
[0 cM® pacTBOpa a30THOKHCJOrO cepebpa uan 10 cM® pacTBOpa KO-
0aJIbTO-HHKeJIeBOTO KaTaauzatopa, 50 c¢M® pacTBopa HaACEPHOKHCJIOrO
AMMOHHS KW HArpeBawT A0 [OABJEHUS MAaJHHOBOM OKPAaCKH, 4YTO YyKa-
3bIBAET Ha IOJHOe OKHCJAcHue Xpoma. PacTBop KHIOATAT A0 NpeKpa-
I€HUS BblAeJieHHs NYy3bIPbKOB KHCJOpoAa, npuausBatror 10 cMm® pa-
CTBOPa XJOPHCTOTO HATPHS MU CHOBA KHUUATAT 10 HCUE3HOBEHHSA MAJIH-
HOBOH OKDAacCKH.

PacTBop oxJaxaaloT, NPHJANUBAIOT pacTBOp coaud Mopa po nepexo-
14 OKPACKH H3 KeJTOH B 3€1eHyl0 H B H30BITOK D—6 cM?3. K30BITOK
cosd Mopa OTTUTPOBLIBAIOT PacTBOPOM MAPraHIUOBOKHCJAOIO KaJHs
JI0 TIOSABJIEHUSI PO30BOM OKPACKH YCTOMUYMBOH B TedeHHe |—2 MHuH.

3.1.2. PasjnoxXeHHe HABeCKH CHJaBJEHHEeM ¢ IIe-
POKCHJAOM HATPpHS

0,2 T XpPOMOBOU pPyABLI WM KOHLEHTPAaTa NOMELalT B KeJE3HbI
TUTCJIb M HachinawT 3—4 r nepokcuga HaTpHua CoAepKHMOe THUIJSA
IepeMeuluBalT, HacbinaloT euie 1—2 r nepokcHia HATPHA M ClJAAB-
asaioT npu 700—750°C a0 noJavyeHHss OAHOPOAHOro nJaaBa Tureds
OXJaxkJaloT, NOMelUlalT B cTakKkad BMecTumocThio 600 ¢cM’ u BhIIeJa-
ypBaoT naas 100—150 ¢v BoaLi, THre/ib BHIHUMAKT M OOMBEIBAIOT
BOAOH K COAEPHHUMOMY CTaKaHa HNPHJIAHUBAIOT CePHYIO KHCaOTy (l:1)
10 PacTBOPEHHHA OCajJKa THAPOKCUAOB. [Ipu HAAMYHH HaA JHEe CTakKaHa
OKAJHUHBl pacTBOp (QUJILTPYIOT 4Yepe3d BaTy B KOJOYy BMECTHMOCTBIO
o000 cm®. Bary npombiBaiwoT 5—6 pas cepHoit kKucaotou (1 -100).
K pacrBopy npuauBator 30 cm® ceproit Kucaotol (1:1), 5 cm® ¢oc-
GOpHOH KHCAOTHI U KHOATAT 20—25 MHH AJs1 pa3pVILUEeHHs] OCHOBHOMH
Macchl nepokcuia soaopoia. Pactsop oxgaxkaarmoT, NPHIHBAKIOT O CM®

pacTBOpa CCPHOKHCJAOTO Maprasia M auaJii3 BeAyT, KaK yKa3aHO B
m. 3.1 1.

32 Ilpamoe THUTpPOBAHME WECTHBAJEHTHOrO XPOMa PacTBOPOM CO-
Ju Mopa (aas pya v KOHUEHTpaTOB, coaepxauwux Menee 0,05 % Ba-
Halaus )
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NOCT 15848.1—90 C. 6

3.2.1. Ilpu passoxenun HaBecku npoGbl B cMecH cepHOlt u doc-
(OpPHOH KHCJOT aHaJH3 IPOBOAAT, Kak ykKaszaHo B 1. 3.1.1. [Mocae
9TOT0 PacTBOD OXJa)KAalT, NPHJAHBAIOT 25 C¢M® CEepPHOH KHCJOTH
(1:1), nepemMeIMBAIOT U BHOBBb OXJAXKAAWT, NPUJIHBAIOT 5—6 Kamesb
PeHUJAHTPAHHJAOBONH KHCJIOTH U THTPYIOT pacTBopoM coau Mopa no
nepexola BHILHEBOH OKPACKH pPaCcTBOpPa B 3€JICHYIO.

[Ipu noreHuHOMeTpUYECKON HHAMKALHH KOHEYHOH TOUKH THTPOBA-
Hug (K. T. T.) 1OcCJe NPUAHBaHHUA 25 ¢M° cepHOH KucaoTel (1:1) pa-
CTBOp IHePeMCIIHBAKT W OXJaxXaloT. B kKoJby 0onyckalT COOTBETCT-
BYIOLLVIO Napy 3JVIeKTPONOB M TUTPVIOT pacTBOpOM cotid Maopa 1o mMak-
CHMAaJbHOTO CKauka NOTeHIIHaJIOB NPH NepeMelIUBAaHUH aHAJH3HUDYE-
MOI'O pacTBOpPa Ha MAarHUTHOH MeulaJKe.

3.2.2. llpy cnyiaBaeHUH HaBeCKH C INepPOKCHAOM HaTPHUA aHAJH3
IPOBOASIT, KaK yka3aHo B H. 3.1.2. llocae yero pacTBop 0XJaaxAaior,
NPUIUBAOT 25 cM® cepHod kKucaoTwl (l:1), mepeMeluuBaOT U BHOBL
OXJIaxK14a1T, NpUAUBAIT o—bO Kanesb (GeHUJAHTPAHHJIOBONM KHCJAOTLI
H TUTPYIOT pacTBopoM coau Mopa 10 mepexoja BULIHEBOH OKPAaCKH
pPacTBOPa B 3eJ€EHYIO,

JlonycKaeTcss NOTEHUHMOMETPHYECKas MHAHKALHAg KOHEUYHOH TOUYKH
TUTPOBAHUSA (K. T.T.), KaK yKaszaHo B Ii. 3. 2. 1.

4, ObPABOTKA PE3YJbTATOB

4.1. Maccosyw poaipo okcuaa xpoma (III) (Xcro0, ) B mpouex-
‘TaXx B PyAax K KOHUEHTPaTax BHIYHCAAOT no Gopmyae

(V-K—V4)-G-100

{1t

XCr,0,==

1

tAae V —obbem pactBopa conn Mopa, B3ATHH AJA aHaJAH3a, CM?;
K -— cooTHOllleHHe MeXAY oObeMaMu DAacTBOPOB MapraHUOBOKHC-
JOro KaJaus H coJau Mopa;
Ve —o00bem pacTBOpa MAapraHilOBOKHCJIOrO KaJus, H3PacXomo-
BAHHBLIH Ha THTpPOBaHHe H30BITKa pactBopa coan Mopa, cMm3;
( — MaccoBasi KOHIeHTPalHWsg pacTBOpa MapraHIlOBOKHCJOTO Ka-
avs no okcupy xpoma (III), r/fcm?®;
M — Macca HABECKH BLICYIIEHHOH PYALI HJU KOHIEHTpATa, T .
4.2. MaccoByw aoaw okcuiaa xpoma (lll) (Xcro, ) B npoueHrax
B pyAax H KOHUEHTpaTtax, cojepxamux no 0,05 % Banamus, BbIYHC-
JRI0T 110 hopMmyJe
V, Cy 106

171 b j

XCrEO,:

rae V; —o6beMm pactBopa cond Mopa, H3pacXOAOBAHHBIH HA THUTPO-
BaHHe, C yYeTOM BE€JHUYHHBl KOHTPOJIBHOrO OINLITA, CM®;
C, — maccoBas KOHIEHTpauusi pactBopa coJd Mopa mo OKcHAy
xpoma (III), r/cm?.
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C 7 TOCT 15848.1- 90

4.3 HopMmbl TOYHOCTH H HOPMATHBBI KOHTPOJSA TOYHOCTH OINpere-
JIeHus1 MaccoBoi moau okcuzaa xpoma (III) B npoueHTax npHBeaeHb
B Taba 1.

Tabauwpa i

l
Maccosan mom oxciaa ‘ A ( v | /. ;
Ot 10 no 20 | 0,3 0,3 0,3 0,4 0,2
Ce 20 » 50 0,4 0,5 0.4 0,5 0,3
» 30 » 65 0,5 0,6 0,5 0,6 0,3



F'OCT 15848.1—90 C. 8

[TPHIQO))KEHHE
PYibl XPOMOBDIE H KOHULERTPATDI

Onpenenenne copepxkannsi xpoma. THUTpUMeTPHUECKHH MeTop, (HCO 6331—83)

1. O6aacTh NPUMEHEHUS

HacTosimu#f MesKIYHApOAHBI CTaHAADPT BKJIOYAET THTPHMETPHUECKHil METO1 On-
0
pejesieHHs Xpovia B XPOMOBBIX pyAax H KOHUEHTpaTax, COACpKalllhx Oosee 7%

m/m) xpoma.
( H)ac*rl?cmmﬂﬁ cranaaprt caeayer npumensite BMectre ¢ I'OCT 15348.0 (MCO 6623).

2. Ceplaka

TOCT 15848.0 (UCO 6629). XpomoBHEe pYAH H KOHUEHTpPAaTH. MeTOJbl XHMHYE-
cKoro axaansa. O6wue 1peboBanus

3. CymHOCTE METOa

CriiaBjieHMe HaBECKH MaTepydana C MepOKCHAOM HaTpusAa. DBbilienayHBadHHe mJa-
Ba BOAOH, TOJAKHCJAEHHE CepHOH KHCROTOH M yjaJiete H30LITKA MEPOKCHAZ BOAIPOAA
KHTISTYE HUeM,

Oxicaende wonoB xpoma (II1) ao xpoMar-dUoHOB MNMEPOKCHAHCYAbBPATOM avMO-
HHS B NPUCYTCTBHH HHTpaTa cepedpa B KauecTBe KaTaJau3aTopa.

TurpoBauve xpoma (VI) pactBopoMm cyabdara xenesa (1) amMmoHnus, koHeu-
HYI0 TOYKY HAXOMAT 41H BH3ya/J oHo. pobaBaecHHeM u30niTKa cyJdbdara xenesa (lI)
AMMOHHMS W OOpaTHBIM TUTPOBAHHEM, HJH NPAMBIM NOTEHLHOMETPHUYECKHM THTPO-

BAHHEM

4. PeakTHBH

4.1. Ilepoktun HaTpus.

4.2 CepHasa kucaora, o = 1,84 r/oms.

43 Cepnas Kucjaora, pasbasaennas 1:1.

4 4. CepHast KucJoora, pazbapnenras | : 4

1.5 Oprodochopuas kucaora, ¢ = 170 r/cms.

4.6 Cyabtpatr napragua (11}, pacrsop 100 r/gvd

Pacreopsror 103 r cepHokucasre mapradua (MnSO,-7Hy0) B 1 av® Bogwl.

47. Cyavtar mapranua (I1), pacrBep | r/am® Cwmewwumaror 10 cm® pacrsopa
2yJibdara Mapradua (n. 4 6) ¢ 1 AM® BOLHL,

48 Hutpar cepebpa, pactsop | r/ams.

Jaa obecneyennss Gogabliedl cTabOHABHOCTH pacTBopa HuTpata cepebpa nobHas-
0T 10 0,5 cM’ a30THOH KHCIOTH Ha Kaxaelll 1 am® pacrBopa.

XpaHAT pacTBOD B COCYJAE U3 TEMHOIO CTEKJA.

4.9. Ilepokcuar cyiabdar aMMoHHus, pactBop 200 r/av® TorcBaTr pacTBOp Hemoc-
DEACTBEHHO NepeR ynorpebJeHueM.

4.10. XustopHcThiii HaTpuit, pactBop 50 r/am3. PacrBopsor 50 © XJ0)DHCTOTO HAT-
yua (NaCl) B 1 am® Bognl.

+.11 llepmaHranar kajusi, CTaHRAPTHBIA THTpOBaHubl pactsop (1/5 KMnO,) =
~ (0,1 MoJb/aM3,

4111 IMTpurotosaenne pacrBopa

Pacrsopsior 32 r nepmanranara kaaus B 1000 cM® BOAB, MEePEHOCAT DPacTBop
B OyThlIb M3 TEMHOro crexJa eMectumoctbio 10 am® no6asngior & aM® BOmwI, nepe-
MELLXBAIOT X OCTABAAIT CTORATL 7— 10 nHel.
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[TosibaysiCh cHOHOM, MEpesIHBAIOT PAcTBOP B APYryw OyTblJb H3 TEMHOrO CTEK-
aa (TpyOKy cH(poHa BcTaBJasioT B OYThLIb TaK, 4TOGHI KOHEU TPYOKH HaXORMJCH Ha
pacczofAHUu 15 ¢M OT AHa OYTHIIH)

411.2. Y¥craHoBKa TuUTpa pacrBopa

ITomeniawor 0,2 r 6Ge3BOAHOrO OKCanara HaTpHA, NPEeABapHTEILHO BBHICYIIEHHOIO
npu 105—110°C, B nouuueckyw Koa6y BMecTumocTbio 250 cMm®, poGaBagor 75 ¢M°
BOJAK H PacTBOPAIOT Npu HarpesaHuu J[oGasasior 153 ¢M® pacrtBopa CepHOH KHCJOTHI
(m 43) u sarpeBaoT g0 70—80°C. Turpyor pacrecpoM mepMmaHrafaTra KajHs
(n 411 1) no po3oBofl OKpacKu, He Hcye3awilek B TeyeHue 1—2 MUH.

Turp (T) pacTBopa nepMaHraHaTa Kajus, BHPaXeHHbHH B rpaMMax xKeJjesa,
PACCUUTHIBAIOT N0 (popmyJe

T= —— ,

FAe nl—— Macta HaBeCKM oKcaJsaTa HaTpus, r;

V — o6kmeM pacTBOpa INepMaHraHatTa Kajusd, H3pacxOd0OBaHHBIH Ha THTPOBAHUE,

CMS;

0,2587 — dakTop nepecyera oKrcaJjara HaTpud Ha XPOM.

4.12 Cyabdar xkenesza (II) aMMoHHSI, CTaHAapPTHBIH THTPOBAHHBIH PpPacTBOD
c(NHg)oFe (S04} 2 6H0=0,1 moabp/ams.

4.12.1. I[IpuroroBjenue pacTBoOpa

PactBopsaior 39,5 r cyabndarta xeneza (lI) ammonuns B 200 cm? pactBopa cep-
FOH xucnorel (1 44), oTOHABTPOBLIBAIOT DPACTBOP B MEPHYI0 KOJAOY BMECTH-
Mocthio 1000 cM3, noJuBAaOT BOAGH L0 M_TKHF H NepeMeilHBaloT.

14122 YcTaHoBKa THTDpA

TTovemalor 0,2 r SuxpoMara KaJjus, NEPEKPHCTANIN30OBAHHOIO ¥ BHCYHICHHOTO
npu 180—200°C mo nocrossHOH Macchl, B cTakaH BMecTuMocTbio €00 cM3, paciBo-
paior B 200 cM® Boabl, no6apasior 50 cMm® pactBopa cepHofi Kucjaore (m. 4.4), nepe-
MeIINBAT H oxJdaxaawnTt [lovemalor sachTpodbl (n 51 1) B ¢Takad W THTPYIOT pa-
(TBOIOM cyabgara xkenesza (I1) amvonusg (nm 4121) 10 MakCHMaJbHOTO OTKJIOHE-
HUS CTPCJAKH MUJAMBOJAbTMeTpa (0 51 3).

Turp (T;) pactBopa cyJabpara xenesa (1I) ammoHus B r/cM?® pacCiHTHIBAOT
no gopwvyne

- 3535
Tl - V ’

TAS m — Macca 0UXpoMarta Kadud, T,
V —obbeM pacrsopa cyibdara xenesza (I1) amMMoHHA, H3PACXOAOBAHHBIH HA
THTPC BakHe, aM3;
0,2335 — dbaxkTop nepecyera GHUXpoMaTa Kaaus Ha XPOM.

Turp pactBopa cynapdara xesesa (II) aMmoHHS H3MEHSETCS H JAOJXKEH KOHT-
POHPOBATBLCA B KaXKA0H CEPHH ONpejee 11,

1123 Pacuer COOTHOWEeHNAA MEeXAy PpacTBOpPaAaMH CVYJib-
pata xeunesza (II) aMMoHMS H nNDepMaHraHara KaJHS

Orbnpaw? nuneTkoh Hax ¢ nomomblo Oroperkn 20 c¢m® pacTBopa cyabara xe-
nesa (1I) amMMoHHA B pacTBOp KOHTPOJNBHOTO ONBITA, NPeIBapPHUTENbLHO OTTHTPOBAH-
TOTO pacTBOPOM nepMasradHara kKaaus (nm 411)) 3arem no6asasior ¥0—60 cm3 po-
bl H THTPYIOT CHOBA pacTBOpOM nepMaHraHata kaausa (u. 4.11) 10 MOsiBJASHUST PO-
30BOH OKpAacCKH, He HCUe3awlleid B TeueHUe | —2 MHH

; V
Vy
rie V — o0beM pacTBOpa mepMaHraHaTa KaJusd, U3PacXOAOBaHHBIH HA THTPOBaHMe,
CM?;
V,— obvev pactBopa cyabtartra xenesa (II) avimoHus, B3STHH IJs1 THTPOBA-
HHSl, CMS,
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4 13 Hurpur natpus, pactsop 10 r/am?.
4.14. MoueBuHa.

5. Anmapatypa nJjs noTeHuHOMETPHUECKOr0 THTPOBAHHA

5 1. [Tapa 3/4eKTPOAC3. HHAWKATOPHBIA INIATHHOBBIA 3JI€KTPOA M 3JEKTPOA CDaB
HeHUs KaJOMEJbHbIH WIH BOJAbpaMoBhIH

h 2 MaruuTHad MellaJka.

5.3. MUJANUBOJBTMETD 3JEKTPOHHOTO THMA ¢ BLICOKHM MOJHBLIM CONPDOTHBJAEHHEM
At HaMmepenus pH, MPUNOAHBIA JJd 3aNHCH OPKJIOHEHHH TNOTeHLHAla B TOYKE 3K-
BUBAJCHTHOCTH [pPH THTPOBaHHH 10 BHOPAHHOH cXeMe HHAHKATOP/3/JEeKTDOA CpaB-
Hedada (m. 5.1).

6. [lposeaeHne aHaau3a

6.1. HaBecka marepuaJa. [as anaausa Oepyt 0,0 © MarepHaJa,.

62 Pasinoxenue HaBecki. [lomewmapoT HaBecky Martepuasa (I 02) B KOpyH-
HOBBIH, HHKeJyIeBBiH HJH KeJe3HblH THreJlb H A00aBJiasioT 3—4 © NHPOKCHJa HATpHA
(n. 41). TlepevewrnBamT comepxk 4MO€ THUTJSA CTEK/JISHHOH IaJOYKOH, IOKDHIBAIOT
cjoeM nepokcHaa HaTtpus (1—2 r) u ocropoxHo HarpesaroT npu 400—500°C, 3a-
tev npH 800 —€39°C, nepememvBas COJEPKUMO€ THIVIA H NOAACPKHABAA TeMmepa-
TYypy NOCTOAEHOH 40 T€X NOp, NokKa He OYAeT AOCTHTHyTa TOMOTre€HHas Macca pac-
nirasa (5—7 MHuH). 3aTeM THTEJb OXJ4aXKIAKIOT, MOMEILAIT B CTAaKaH BMECTHMOCTHIO
600 cm® u BheilesauxBalor naaB 100-—150 cM® ropsiuell Boawl ‘Turesn oOOMBIBAIOT
BoAOH Ecau yacTuubl NJaBa NPHCTAJH K CTEHKaM THMIAH, 100aBasioT 7— % KaneJb
pacrTBopa cepHOH KWCJAOTH (n. 43) # 2—3 cm® Boabl. llocje nOJHOTO PAacTBOPEHHS
YaCTHL NJaBa COEAUHANT NOJYyUYeHHBIH TAKHM 00pas3oM pacTBOpP C OCHOBHBIM PacTBO-
pOM U CHOBA OOMBIB2IOT THreJb BOAOH.

J0o0asidi0T pacTBOP CepHOH KHUCAOTH (M. 4.3) 10 OOJHDITO DacTBOPEHHS 0CalKa
TUAPOKCHAOB, pas3faBJAOT pacTBOp BOAOH mo Col--330 com?, pobasasotr 10 M3 cep-
HOH KHCHOTH (. 4 2), 5 cvw® oprodocdopHoil kHCAOTH (1M, 45) ¥ KHOATAT B Teye-
nue 20 —2)5 MHH AJid pa3JOXKeHUss OCHOBHOH Macch NepOoKcHIa BOAOPOAA.

QuUIBTPYIOT pacTBOP Js OTHAEJEHHSI HEPAaCTBOPHMONO OCajKa uepe3 HeNJOTHBIH
OHIALTD HJIM JaBCAHOBYK Bary, cobupas puibTpat B cTaKaH BMecTuMOCThIo 800 cMm3.
[IpoMuBawT ¢uabTp ¢ ocaakoMm 6—8 pa3 ropsuedl BOAOH H orOpachiBalT ero.

Hcbasagor 10 cm® pactBopa TtHTpaTa cepebpa (nm 48) n | cvm® pacrBopa cv.lb-
¢pata Maprauma (II) (m. 4.7) B ToM cayuae, ecnn pyaa coxepxut medee 0,1 % no
Macce Mapradua. Jobasasior 25 oM® pacrBopa nepoKCHarcyabdara amMMoHus (m. 4.9)
H HarpeBaIOT PAcTBOP 10 HOSABJEHHA MAJHHOBOH OKPACKH, YTO YKa3HWBaeT Ha NOJHOITY
OKHCJIEHHA XxpoMa KumsaTatr pacTBop B Teuenue [2—15 MHH Oas1 paspylieHHs IepHK-
cuaHCcyJIbpaTa aMMoHH#A, aobaBaswor 10 cM® pacrBopa xJopucroro Hatpus (n 4.10)
H CHOBa KHOATAT 8— 10 MUH Ans pa3pyuleHus MapraileBOH KHCJOTHI H KOaryJsilHu
ocajgka XxJopuctoro cepebpa. Hobasasiior 2 cM3 pacTBopa CEpHOKHUCJAOrO Maprayia
(1 47) U KUOATAT TOJABKO 3 MHUH

Ecau po3oBasi oKpacka NOSBASETCS, NPOAOJANKAIOT AHAJH3, Kah YLa3aHO BBILIe
HauyHas Co CJOB: «KH14TAT pacTBop B TeuenHe [2—15 MHH»

6§3. OnpeneneHHe

631 Turposanue ¢ B8UYAALHBIM (DUKCUPOBAHUEM TOUCA IKBUBAACHTHOCTU

Hobasasor pactBop cysabtdara xeneza (I1) ammonua (n 4 12) u3 6wopeTku B
CTaKaH, COACpKAUUH HCNBITYEMEBId pacTBOp, A0 Tex MNOp, NMOKa UBET pacIBopa He me-
pengeT H3 XKeuaroro B 3edeHnin (xpom (VI) u Banmamuil (V) BocCTaHaBAMBAIOTCH 10
xpoma {l1l}) u Banangusa (1V) Jlo6asasiior u3 6Goperku eme 5—10 cw® pactBopa
cyabdara xeneza (l1I) ammonuss B H30bITOK THTPYIOT pacTBOpPOM NEPMAHTaHATA Ka-
ausi (m 4.11) 5o po3oBoil okpacku He Hcyesawuled B TeueHue 1— 2 MuH

[IpuMeuanue OAHOBpEMEHHO NepVaHraHATOM KaJFHS THUTPYETCS BaHAJ Uil

(IV). IlosTouy o6wem pactBopa cyasdata meresa (I1) aMvmouns COOTBETCTRYET TOJIb-
KO COJEPIKAHHIO XpoMa.
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832 Ilorenuuomerpuneckoe TUTPOBAHUE )
106aBRAMOT K HCOBLITYEMOMY pactBopy §) ow® pacTBopa CepHOH KHCAOTH (1 4 4),

B CTaKéH [OMEINawT jBa 3JekTpoaa (m &3 1), BRAOYAIOT MATHHTHYIO MELIAJKY
‘m 512) u TATPYIOT pactBopoM cyJbdara keme3a (II) aMMOHHA 10 MAKCHMAJDBHOIO
Olh [OHeHHn (TPETAH MMJJIHBOJbTaMIepMeTpa K KOHIY THTPOBAHHUA — MENJICHHO

[Ippwvweuanune O6beM H3PACXOA0OBAHHOTO Ha THTPOBAHHE PAcTBOpa COOTBET
(TByeT o0levy coAepKaHHIp XpoMa H BaHaAHA

ToBaB/aslioT N0 KanjsiM PacTBOp nepMaHrasarta kaaus (nm 4 11) 1o nosiBjaeHHs
DO30BOHM OKpackH He wucuesawouwlefi B TeyeHHe 2 MHH AAA OKHC/ewus BaHajus Boc-
CTaHABJAUBAKT H3OLITOK pacTBOpa nNepMaHraHara kajuda, A00ap/ff MO KamjaaMm pacT-
BOp HUTpaTa Kajaua (nm 4 13) A0 Ucue3HOBeHHs pO30BOM okpackun Hemeaneduo no-
6aBasiior 1—1 3 r Mouesuun (n 4 14) ana ynaneHus u3OHTKa HHTpara Kaausg THT-
PYIOT BaHajHi pacTBopoM cyabdarta xkenesza (II) aMvcHHA 70 MAKCHMaAbHOTO OTK-

JIOHGHHST CTPEeJKH MHJJHBOJABTMETPA
Pasunua B o6weMax pacTBopa cyabiara xenesa (II) aMMonua, H3pacxonoBad-

HEI\ Ha THTPOBAHHE COOTBETCTBYET COAESPXAHHIO XPOMa

7. O0paboTka pe3yabTaToB

71 Pacuer coOJaepXaHHA XpoMa NOPH THUTPOBAHHH C BH-
3YyaJdbHOH (pUKCAULHEH TOUKH H3KBHBAJEHTHOCTH
Copepxanne xpoma (Cr) B ppouenrax (m/m) BHYHCAAOT 00 QCpMyIe

e W I=V)—Ga VLT

i
rae Vo — o0bev pacrBopa cyJabdara xeaesa (11) avmonus, u3pacxoaCcBadHBH Ha nPO-
BeleHHE aHaJdH33, CM°,
Vi—o00beM pacTBOpa mnepvMaHraHata KaJHuf, H3PACXOJOBAMHHMHA Ha THUTPOBAHHE
H3bnTKa pacrsopa cyapdarta xenesa (II) ammonnua, cm3,
Ve — 0oObeMm pactBopa cyanpara xkenesa ([1) avMmonud, nobasnaeHHBN X pacTBOPY
KOHTPOJBHONO OMBITA, OM3,
Vs —00beM pacTsopa MepMaHraHaTa Kajus, H3PacXOJOBAHHEIA Ha TUTPOBAHHE
u3bsiTKa pacrBopa cyapdara xenesa (II) aMMOHHE B KOHTPOJBHOM OIIbI-
T, CMS,
j — COOTHOIlLIeHHe MexXAYy pacTBopamu cyjabdara xenesza (II) ammonus m nep-
MaHramara KaJns,
I' — 1uTp pacTBOpa mepMaHraHaTa KaJius, BHIpaXKeHHb#t B rfcM® Xpoma;
M — MAacCa HaBECKH MaTepHana T
K — axrop nepecueTa COAGPIKAHHA XPOMA Ha CVXOE BELLECTBO
72 Pacuer cofepXaHUT XpOMa ONOPH TMNOTEHLHUOMETDH-
YE€CKOYW THTDPOBAHHU
Cogepxanne xpova (Cr) B npouenrax (m/m) BuIMICIAIOT MO GopMyae

_y
Cros (Vi—lg) T, 119 K.

il

rae V; — obbeM pacrtBopa cyabpata xeneza (I1) avvMOHHSA, H3PACXOLOBAHHBIL HA THT-

POBaHHe XpoOMa H BaHaaMs, cM3,

Vo— o6bev pactBopa cyabpata xesqeaa (II) avMoHMS H3pacXOHOBAHHBHI HAa
TUTPOBAHUE BaHA A, CM®

I'y — taTp pacrBopa cyabhara xkenesa (I1) avimonns, BhIpAaXKeHHHH B r/cMm3
Xpoma

M — Macca HaBeCKH MaTepuana, r;

K — dakrop mepecuera cogepKaHUs XpoMa Ha CYXoe BEIIECTBO,

73 IlepecyeT coaep®aHHA XPOMAa Ha OKHCH XPOMa

Crz03 [% (m/m)] = 1,4615 Cr[% (m/m)]



FOCT 15848.1—80 C 12

7.4. JlonyckaeMHe pacXOKIeHHS MeXAy pe3yJbTaTaMH ABYX NapaJijiejbHblN aHa-
JH30B He AOJKHE NPEBHIUATE VKAa3aHHEIX B TaldJdle.

Coaepxanye xpova, JLONYCKarMEIE DACXOMHh ACHNHA,
%, {m/m) “o (11t/m)
Or 7 po 15 0,2
Cs. 15 » 30 0,3

» 30 0.4
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