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®EPPOCHJ/IHKOXPOM rocr
MeTton onpeneaennsi xpoma
Ferrosilicochromium Method for determination 13201.1—93
of chromium

(MCO 4140—79)

OKCTY 0809

Jlara BBenenus 01.01.95

Hacrosmu# ctaniapT ycTaHaB/JHBaeT THTPHMETPHUECKHH (MOTeH-
UMOMETPHYECKHIT HJH BH3yaJbHBIH) METOA ONpelesNeHHs xpoMa B dep-
POCHJIMKOXPOME IIPU MaccoBoii goJqe ero or 25 10 60 %.

MeTol OCHOBAH Ha OKHCJEHHH TPeXBaJEHTHOTO XPOMa H yeThIpeX-
BaJIEHTHOTO BaHaJHs nepcyamhaToM aMMOHHS B CEPHO-KHCJOH cpele

B NPHCYTCTBHM KaTaJjHu3aTopa — HHTpaTa cepe6pa. Cymmy ulecTHBa-
JIEHTHOTO XpOMa M NSATHBAJEeHTHOTO BAHAJAHs THTPYIOT PacTBOPOM CO-
au Mopa.

Banaguii, BOCCTAHOBJEHHBIH A0 YETHPEXBAJEHTHOIO,  OKHCJSAIOT
pacTBOPOM NepMaHraHaTta kajusa. MI36HTOK nepMaHraHata KajHs BOC-
CTAHABJMBAIOT HHTPHUTOM KaJjHisi WM HATPHs, H3OHITOK KOTOPOro, B
CBOIO OYepejb, CBA3HIBAIOT MOYEBHMHON M THTPYIOT BaHajuli pacTBOPOM
coan Mopa.

KoHeuHyio TOuKy THTpPOBaHHs (HKCHPYIOT  NOTEHLHOMETPHUYECKH
WJIH BH3YaJIbHO MO (EeHHJIaHTPAHHJIOBOH KHCJIOTE.

MaccoBywo 10410 XpoMa onpefiefsiOT Mo Pa3HOCTH NMEPBOrO H BTO-
pOTO THTPOBAHHIA.

1 OBUIME TPEBOBAHHA
1.1. O6uue TpeGoBanus K MeToAy aHaausa — no I'OCT 28473.

1.2. JTaG6opatopHast npoba no/KHA ObITh NPUFOTOBJEHA B BHAE NO-
polika ¢ MakcHMajbHbiM pasmepom uacTur 0,16 Mm mo TOCT 24991.

UspnaHue oduumanbHoe
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2. ATIAPATYPA, PEAKTHBbl H PACTBOPDI

YcraHoBKa AJs NOTEHUHOMETPHYECKOTO THTPOBAHHS C HHAHKATOP-
HBIM [JaTHHOBBIM H CPaBHHTEeJBHBIM BOJIb(PPaMOBHIM, XJopcepetps-
HBIM HJIH KalOMeJbHbIV 3JIeKTPONAMH.

Mewranka MareuTHAas HJIH MeXaHHYeCKas.

Kucsiora azoruast no TOCT 4461.

Kucaora cepuas no I'OCT 4204, pacrsopu 1:1, 1:4 n 1:10.

Kucaora ¢propucroBogopoatas no FOCT 10484,

Kucnora oprodocthopuas no FOCT 6552.

Kucnora consnas mo F'OCT 3118, pactsop 2:3.

Kucnora ¢ennnantpanuiosas, pacrsop: 0,2 r peakTiHBa pacTBopsi-
10T NpH HarpeBaHuu B 100 cM® BoAbl, B KOTOpYio AoGaBaeHo 0,2 r HaT-
pHSL  yIJIEKHCJIOTO.

Harpus nepoxcun.

Harpuit yraexucawit no F'OCT 83.

AMMonu#t HazcepHo-kucanil (nmepcyabbar) no FTOCT 20478, pact-
Bop 250 r/am3,

Cepe6po asotHo-kuciaoe no 'OCT 1277, pactBop 2,5 r/nmsd.

Hatputi xnopucteifi mo F'OCT 4233, pactBop 50 r/ame.

Mapranen (I1) cepno-xucaniit 5-Boxubit no FOCT 435, pacrsop
10 r/am3.

Kanuii MaprannoBo-kucastit no FOCT 20490, pacreop 25 r/ams.

Kaauii asorucro-kucamit no TOCT 4144, pacreop 10 r/am® nau

Hatpuii asorucro-kucaslit no F'OCT 4197, pactBop 10 r/am3.

Kap6amun (moueBunHa) no 'OCT 6691.

Kanuit nByxpomoBokucaniit mo T'OCT 4220, nepekpucranan3oBaH-
HBL: TOTOBAT ciefyomumM obpasom: 100 r AByXpPOMOBOKHCJIOTO KaJHst
pacTBopsiloT B 150 cM3® KuMsile#d BOALI H NPH HEPrHYHOM NEPEMELIH-
BaHHUH BBIJIHBAIOT PacTBOP TOHKOH cTpyed B ¢apdopoBylo  uawky.
TMocne OXJa)KAEHHST KPHCTAJJIBl OTGHABTPOBLIBAIOT HAa BOPOHKY €
MOPHCTOM CTEKMSHHON MAaCTHHOM, cywaT B TeyeHHe 2—3 u npu 105 °C,
M3MeNbYaloT M BHICYUIMBAIOT B CYLIMJAbHOM WKady npu TeMmepatype
(190 10) °C 10 NMOCTOSITHHOH MAaCCHI.

CoJsib 3aKHCH JXKeJe3a H aMMOHHs ABOHHAsi CepHO-KHcaas  (COab
Mopa) no 'OCT 4208, pacteop: 65 r peakTuBa pactBopsioT B 550 cm?
pacTBopa cepHo#t KHcJIOTH 1:10. PacTBop nepeHOCAT B MepHYWO KoJby
BMeCTHMOCTBIO 1 IM3, JOJIHBAIOT BOAOH OO METKH R INepeMeIlHBAIoT,

MaccoByl0 KOHUEHTPAUHi0 pacTBopa coJH Mopa yCTaHaBJAHBAIOT
1o ABYXPOVOBOKHCJOMY Kanmio. s 3TOro B cTaKaH BMCCTHMOCTbIO
600 cm?® noMemiaioT 1,0000 r 1BYXpOMOBOKHCJIOTO KaJjus. PacTBopsior
B 100 cM® Boaml, mpuauBaot 30 cM® pacTBOpa cepHOit KHCAOTH 1:1,
nonuBaoT 1o o6bvema 300 cM?® BOAOH, a 3aTeM NMPHAHBAIOT 5 cM® doc-
(opHOR KHCJOTHL.
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B crakan ¢ pacTBOPOM NOTPYMKAIOT 3JeKTPOAH, BK/IIOYAIOT Meral-
Ky H THTPYIOT pacTBOpoM coltn Mopa 10 pe3Koro OTK/JIQHEHHS CTpes-
KH MHJVIHBOJBTMeTpa (CKaYoK MOTeHUHaJsa  JAO/LKeH OBITb  OKOJIO
200 MB).

Unu

B craxkan ¢ pactBopoM A0GaBJAIOT UleCTh Kaleab pacTBopa ¢eHu-
JIAaHTPAHU/IOBOH KHUCJOTHI H THTPYIOT PacTBOpoM conu Mopa no usme-
HEeHHsSI OKPacKH pacTBopa B 3eJIeHYIo.

MaccoByo KoHUEHTpauHo pacTBopa cosad Mopa (¢), BHPaKeHHYIO
B r/cM® xpoma, BHIYHCASIOT 0 Gopmysie

__m 0,3535 , (1
rje m; — Macca HaBeCKH ABYXPOMOBOKHCJIOIO KaJns, B3sitast AJsi THT-
poBauusg, r;
V — o6vem pactBopa comn Mopa, H3pacXOZOBAHHBIH Ha THTPO-
BaHHe, cM3;
0,3535 — ko3bduiHeHT nepecyeTa ABYXPOMOBOKHC/IOTO Kajlisi  Ha
XpoM.

3. MPOBEREHHE AHAJNIH3A

3.1. Pasnoxenue ¢eppoCHIHKOXpOMa HePaCTBODHMOIO B KHCJOTax

3.1.1. HaBecky macco#t 0,5 r noMeuialoT B KeJe3HbI HIH HHKese-
BhIft, H1u GapdOPOBHi THresab, COAepKAMHUN 6 I NEPOKCHAA HATPUA H
3 r xap6oHaTa HaTpH#, NePeMEeIIHBAIOT, NOKPHBAIOT cBepxy | r mepo-
KCHAa HATPHS ¥ CNAaBJaSIOT B MydeJsbHOH NMeyH B TeyeHHe 5—6 MUH
npH TeMmnepartype (775+25) °C. [Nocne oxnaXkaeRus THredb TOMelia-
10T B ¢TakaH BMecTHMoOcThio 600 cM3, npuausaror 150 cm® Boxb ¥ Ha-
KPBIBAIOT CTAKaH yacoBBIM cTekyoM. [Tocae mpekpamenus 6ypHO# pe-
aKIHHU CTaKaH caabo HarpeBaioT, YAANSAIOT THrelb, 0OMBIB €ro BOJOH,
1 KHNMATAT PacTBOp ¢ ocaakoMm 15-—20 MHH ans paspylieHHs H30bITKa
nepoKcHAa HaTpus, 3aTem OXxJaxjiawoT, npubasisior 40 cM® pacTso-
pa cepsoft xucioTH 1:1 W pacTBOp pasfaBasioT BogoH A0 ofbeMa
300 cm3.

3.2. PasjioxeHne (eppoCHIHKOXPOMA pPACTBOPHMOTO B KHCJOTax

3.2.1. HaBecky maccoift 0,5 r nomMeIaloT B n1aTHHOBYIO HAH CTeKJO-
yrAepoLHCTY0 YalliKy, npuanBaior 10—15 e¢M?® (PropUcTOBOLOPOLHON
KHCJIOTH H OCTOPOXKHO NO KanasM A0GaBasIOT a30THYIO KHCAOTY IO
npeKpauieHus GYpHOA peakiuu H 5 cM® B u3buiTok. [Ipuausator 20 cm?
pactBopa cepHON KHUC/IOTH 1:1, BRIMAapHBAIOT 10 BHACJENHS  NapoB
CepHO KHCJOTH H OXaaxnaioT. O6GMEIBAIOT CTEHKH yallKH BOJOH U
BHOBb BhINIaDUBAIOT A0 BHAeJeHHs nmapos cepHod kucioTw. [Tocae ox-
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JaxAeHHs pacTBOPAIOT COH B 40—60 CM® BOAB! M NEePEHOCAT PacTBoOp
B KoI0y uiM ctakaH BMectumocTbio 500—600 cm3. Pas6asasior pact-
Bop Ao ofwema 300 cM3 BojOIi.

3.3. K pacreopy, mnoayuennomy nmo mnn. 3.1.1 wuau 3.2.1, npunu-
BaoT 5 cm® dochopHo#t kucaore, 10 cM? pacTBopa a30THO-KHCJIOro
cepebpa u 2~3 Kanmau pacTBOpa CepHO-KHeJOro mapranua. Pacrsop
HArPeBAIOT 40 KHNEHHSA, OCTOPOxHO aobasasiorT 50 cMm3 pacTtBopa mep-
cyabdaTa aMMOHHS H YMCDCHHO KHUMSATST 10 MOJIHOIO OKHCJIEHHUSI XPO-
Md 1 pasfoXKeHust H30BITKa nepeydabdara avmonus. [ToasoTy okucae-
HHST XpOMa KOHTPOJUPYIOT IO NMOSIBJEHHIO OKPAaCKIl MapraHuoBOi KHC-
JIOTHI.

3atem K pacTBOpy OCTOPOXKHO npmausatorT 10 cM® pactBopa xJjo-
pucroro Hatpus uwau 0,5 cm® pacTBopa COJNAHOfl KHCJIOTH H KHISTAT
pacTBop B TeueHHe 3—D5 MHH Aas BOCCTAHOBJEHHSI MapraHUeBOH KHC-
10TH. Ecan oxpacka MapraHueBOd KHC/IOTH He HcuesaeT, To poGaB-
Js110T cnoBa no 0,5 cM® pacTBOpa COMNAHON KHCJOTH, AOBOASI PacTBOP
10 KHICHHS NocJde KaxAol A006aBKH, A0 NOJHOTO HCYC3HOBEHHS OK-
packy MapraHueBol KHCJIOTH. PacTBOp oXJaXIalOT U THTPYIOT pacT-
BopoM coJiu Mopa.

Ecan maccoBas gonast xpoma Gosee 30 %, To cHauana MHNETKOR Ji0-
Gasasior 50,0 cm® pactrBopa coau Mopa, a 3aTeM THTPYIOT 3THM XKe
pactBopoM H3 OGlopetku. OO6bem pacTBopa coiau Mopa, uspacxono-
BaHHBII HA TUTPOBAHMC, COOTBETCTBYET CyMMe XpOMa H BaHaAHda (NpH
HaJIMYHH 110C/1eiHeTo B npobe).

3.4. lToreHuUHOMETPHUECKOC THTPOBAHUE

B crakaH ¢ pacTBOpOM, MOJy4YeHHHM 0O M. 3.3, HOTPYKAIOT AJEKT-
pPONbl H BKAKOYAIOT Mellajky. TUTPYIOT pacTBopoM cosu Mopa 10 pes-
KOr0 OTKJOHEHHUsi CTpEJKH MHJJIMBOJAbTMeTpa (CKauoK  NOTeHIHaJa
nonxeH 6uITH okosio 200 MB).

3.5. BusyansHoe THTPOBAHHE

B konby ¢ pacTBOpoM, MOJYuYeHHHIM M0 n. 3.3, 100aB/ALIOT WeCTb
Kaneyb pacTBopa PeHHJAHTPAHHJIOBOH KHCJAOTH H THTPYIOT PacTBO-
poM coJin Mopa 10 H3MEHEHHs1 OKPACKH PACTBOPA B 3CJEHYIO.

3.6, Oas onpenencuns ofbema pactBopa coau Mopa, uspacxono-
BAHHOrO Ha TutpoBaunuc sanaaus (Vg), K pacTBopy, HMclOlleMy TeM-
nepatypy He Gouee 20 °C, no6aBasiioT 10 KaljasM pactTBOpP NepMaHra-
HATAQ KaJusi X0 LOJYUCHHs PO30BOH OKPacku, yCTOHUHBOH B TeueHIe
[ muu, 3ateM 1m0 Kamsasam LoOaBJsiOT PACTBOP HHUTPHTA KaJaus HJH
HATPHS A0 HCYE3HOBCHHS PO30BOH OKpacKH (u3beras M30biTKa) H TOT-
yac pobasasior 0,5 r MoueBHubl. THTpyloT pacTBopom coan Mopa 1o
CKayKa NMOTeHIHaaa WJIH H3MEHEHHs] OKPACKH PacTBOpa,
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4. OBPABOTKA PE3VYJIbTATOB

4.1. MaccoByio foJtwo xpoma (X) B MPOUEHTAX BHUYHCAAIOT 1o (op-
MmyJse

X=2002V) g0, (2)
m
rje ¢ — MaccoBasi KOHLEHTpauHs pacTBopa coJH Mopa, BhipaxeH-
Has B r/cM® xpoMa;
Vi — ob6beM pactBopa cosn Mopa, u3pacxofOBaHHHIH Ha THTPO-

BaHHe CYMMBI XpOMa M BaHajHus B pacTBOpe MpPobH, cM3;
Vo — o6beM pacTtBopa conu Mopa, H3pacX0JOBaHHBIA HA THTPO-
BaHHe BaHaJHs B pacTBOpe MpoObl, cMS3;
m — macca HaBeCKH npoOlHl, T.
4.2, HopMbl TOYHOCTH H HOPMAaTHBBI KOHTDPOJIsi TOYHOCTH OMpcjede-
HHSI MacCOBOH N0JY XpoMa IIpHBefeHbl B TabJulle.

Jonyckdembié pacxoxaenus, %
Horpeur- JABYX Cpeil- PC3yJAbTA10R
HOCTD HUA DPe3yiib ABYX Tpex aHaniaa
MaccoBas K0aa XpoMa, peayian- TaTOB aHa- napad- napaJ- | cTaHZapTHOro
% TaToB JN3a, BLINGJA | VIEALHHX | JeJbHbX obpaauna 01
aHa/usa HEHHDLIX B onpeje- onpezne- aTTecTOBAN-
A% PasNHUBbLIN JeHnft JNEeHHK HOro sHaue-
YCAQBHAX d, d, HHUS
« §
Ot 25 no 50 Bkaou 0,3 0,4 0,3 0,4 0,2
CB 50 » 60 » 0,4 0,6 0,5 0.6 0,3
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AH®OPMAILHOHHDBIE JAHHBIE
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0603“%:2:3“;&},;1: KoropaiA HoMmep nysKra, pasjena

rocCt 8379 Pazzx. 2
TOCT 435—77 Pasax. 2
TOCT 1277—75 Pasx. 2
FOCT 3118—77 Pasn. 2
T'OCT 4144—79 Pasn. 2
T'OCT 4197—74 Pasgx. 2
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I'OCT 4208-72 Pazn. 2
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TOCT 4461—77 Pasa. 2
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I'OCT 2499181 n 12

I'OCT 28473—90 n 1l
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TFexuuueckun pepaxrop H. C. I'puwanosa
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Y4 uan Ja 0,42 Tup 359 sKs C 2651
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TIJiP Ne 0do138


http://files.stroyinf.ru/Data2/1/4294837/4294837975.htm

