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M E X T OCYA4APCTUBEHH HU GB N CTAHODAPT

OIrHEYMNOPbLI N OTHEYMNOPHOE CbIPbE
MeTogp! onpeseneHus okcuga xpoma (I1)

Refractories and refractory raw materials.
Methods for determination of chrome <111) oxide

[ata seefieHns 2000—07—01

1 O6nacTb NpUMeHeHMs

HacToswuidA cTaHaapT pacnpocTpaHseTcs Ha OrHeyrnmopHOE Cbipbe, MaTepuanbl U W3AeNuNs BbICOKO-
MarHesuanbHble, MarHe3vasbllo-WNMHEeNNHbIE. MarHe3nanbHO-N3BECTKOBbIE, /IMHO3eMOM3BECTKOBbIE,
aloMOCHIMKATHbIE 1 YCTaHaBMBaeT MeTodbl onpefeneHns okcuga xpoma (11):

- TUTPHMETPUYECKHE — NPX MaccoBbIX gonsx okcuga xpoma (1) ot 1 go 65 % v ot 5 4o 65 %
(YCKOpEHHBI);

- aTOMHO-abCcopOLMOHHBIA —npy MaccoBoi gone okcuga xpoma (I11) ot 0,1 go 10 %;

- (hoTOomMeTpuUeCcKnii —npmn maccosoii fone okemnpaa xpoma (I11) ot 0.1 go | %.

2 HopMaTuBHble CChIKM

B HacToALeM cTaHAapTe MCMOMb30BaHbI CChIKW Ha CrefytoLue cTaHaapThbl:

FOCT 61—75 Kwucnota ykcycHasA. TeXHU4ecKue ycnosus

FOCT 83—79 Hatpuii yrnekucnblii. TeXHUYECKME YCNOBUS

FOCT 199—78 HaTpuii YKCYCHOKWCAbIA 3-BOAHbIN. TeXHWYECKNE YCNOBUS

FOCT 435—77 MapraHel, (I1) cepHOKMCAbIA 5-BOAHbINA. TeXHUYECKUE YCNOBMS

FOCT 1277—75 Cepebpo a30THOKMC0E. TeXHUYECKNEe YCIoBUA

FOCT 2642.0—86 OrHeynopbl 1 OrHeynopHoe cbipbe. O6Lme TpeboBaHUA K METoAaM aHanmnsa

FOCT 2642.3—97 OrHeynopbl 1 OrHeynopHoe cbipbe. MeTofpbl onpeaeneHns okeuaa kpemHus (1V)

OCT 3118—77 Kucnota congHas. TeXHUYECKnNe ycnosus

FOCT 3760—79 AMMMaK BOAHbIA. TeXHUYECKMe yCnoBus

FOCT 4199—76 Hatpuii TeTpabopHOKMCAbIA 10-BOAHbIA. TeXHWYECKMe YCIoBUs

[OCT 4204—77 Kucnota cepHasa. TexHu4yeckue ycnosus

FOCT 4208—72 Conb 3aKu1CK Xenesa v aMMOHWA ABOHasA cepHokucnaa (conb Mopa). TexHuyeckune
ycnosus

FOCT 4220—75 Kanuii AByXPOMOBOKUC/IbIV. TeXHWYECKUe YCNoBUS

FOCT 4221—76 Kanuii yrnekucnblid. TeXHUYecKne ycnosus

FOCT 4233—77 HaTpwuii XNOpUCTBIA. TeXHUYECKME YCIoBuMS

FOCT 4462—78 KobatbT (I1) cepHOKuCAbIN 7-BOAMbINA. TeXHUYECKME YCnoBus

FOCT 4465—74 Hukenb (I1) cepHOKUCABIA 7-BOANbIA. TEXHUYECKME YCNOBUS

FOCT 6552—80 Kucnota optodocdopHasn. TexXHUYeCKme ycnoBus

FOCT 6563—75 W3genus TexHnueckmne 13 6naropofHbIX METartToB 1 CriaBoB. TeXHUYECKME YCN0BUA

FOCT 10652—73 Conb gnHaTpueBas atuneHgnamunH-N, N, N', N'-TeTpayKyCHO K1CNoTbl 2-BOfHas
(TpunoH B)

FOCT 10929—76 Bopopoga nepokcua. TexHuyeckue ycnosus

FOCT 20478—75 AMMOHUIA HafCEPHOKHC/bINA. TeXHUYeCKMe YCnoBus

FOCT 20490—75 Kanuii MapraHLO0BOKUCAbIA. TeXHUYeCcKne yCcnoBus.

W3paHue odmumansHoe
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3 O6wpme TpeboaHMA

O6uwue TpeboBaHMS K MeTOAaM aHanusa u 6esonacHocTn Tpyaa —no FTOCT 2642.0.

4 TUTPUMETPUYECKUIA MeTof, onpeseneHns okcuaa xpoma (11)
(npn maccoBoii gone oT 10 65 %)

4.1 CywHoCTb MeToga

MeTo/ ocHOBaM Ha CrnJiaB/eHnn HaBeCKM mMatepuasa co CMeChlo 415 CMiaBneHus, nepesefeHnmn xpoma
B LUECTVBA/NIEHTHOE COCTOAHME W MPAMOM TUTPOBAHWM pacTBOPOM connm Mopa C UCNo/b30BaHUEM B
KayecTBe MHAMKaTopa PeHNNaMTPaHNI0BOW KNUCAOTbI.

4.2 Annapartypa, peakTuUBbl U pacTBOpbI

Meub MmythenbHas ¢ TepMOPErynATOpoM, obecrneymBatoLlas Harpes 4o Temnepatypsl 1060—1100 “C.

HaTtpwii yknekucnblii no FOCT 83.

Hatpwuii TeTpabopHokucnblii 10-BoaHbIn no FTOCT 4199 06e3BoXeHHbIN npu (400+20) 'C.

Kanuid yrnekucnbiin no FOCT 4221.

CMecb ing crnnaBneHuns, CocToALas U3 yrnekucnoro Hatpus, 6e3s04HOr0 TeTpabopHOKMCIOro HaTpys
N YINeKNCnoro Kaavsa B cCOoTHoweHun 1:1:1.

Turnn nnatmHosble Ne 100-7 n Ne 100-10 no FOCT 6563.

Kucnota cepHas no MOCT 4204, pa36asneHHas 1.5.

Kanua 6uxpomat no FOCT 4220, pacTBOp MOMSPHOM KOHUEHTpauuu 3kBuBaneHTa 0,1 mons/gm3
roTOBAT W3 [BaXAbl MEPeKPUCTaNNIH30BaHHON conn: 4.903 r GHXpomaTta Kanusi, BbICYLUEHHOro Mpu
(20045) "C [0 MOCTOSIHHOW Macchl, pacTBOPAKOT B BOAe, MEPEBOAAT B MePHYH Konby BMECTMMOCTHHIO
1000 cm3

Conb okcupga xenesa (I1) n aMmoHusa gBoiiHas cepHokucnas (conb Mopa) no TOCT 4208, pactsop
MONAPHOW KOHLEeHTpauuu skBusaneHTa 0,1 mons/gm3: 39.2 1 conm Mopa pactBopstoT B 500 cm3 Bogpl,
npunbasnsatoT 100 cM3CepHON KMUCAOThI, OXNaXK4AOT 1 A0BOAAT Bogoi Ao 1000 cM3 nepemeLLMBatoT.

Conb okcupga xxenesa (I1) n aMmoHusa fBoliHaa cepHokucnas (conb Mopa) no TOCT 4208. pactsop
MONAPHOW KOHLeHTpauun akemBaneHta 0,05 monb/am3: 19,6 r conv Mopa pacTtBopsitoT B 500 cm3 Bogpl,
npubasnatoT 100 cM3CcepHOl KMCNOTbI, OXNaXAatoT, 4OBOAAT Bogoi 4o 1000 cmM3 1 nepemeLLvBatoT.

KwucnoTa deHunaHrpaHunosas: 0,2 r yrieKncnoro Hatpust pacteopstoT B 50 cM3 BoAbl, HarpeToii fo
40—50 *C, npnbasnaoT 0.2 T heHNNAHTPAHWUIOBON KUCNOThI 1 LOBOAAT BoAok Ao 100 cm3

KHcnosa consiHaa no MOCT 3118. pas6asneHHas 14

Kannin mapraHuosokucneiii no FOCT 20490. 0.02 monb/gm3 pactBop: 3.2 T MapraHL,0BOKUC/IOrO
Kanusi pacTtBopsoT B 1000 cM3 BOAbl, HArpeBalOT A0 KUMEHWUS, OXNaXAalT U NepenvBalT B ByTbifb U3
TeMHoro crekna. OCTaBAAIOT CTOATb HECKONBKO fiHeN. 3aTeM PacTBOP OCTOPOXHO CIMBAIOT UK PUALTPYIOT
yepes CTEKNAHHBIA ULTP.

MaccoBylo KOHLEeHTpauuio pactsopa conv Mopa ycTaHaBnMBalOT MO PacTBopy GMXpomata Kanus:
0TOMpalT B KOHMYECKYH Konby BMecTuMocTbio 300 cm3 10 cM3 pacTBopa GvxpomaTa Kanusi, MpuanBakT
npumepHo 100 cm3 Bogbl, 15 cM3 CepHO KucnoTbl, 5—6 Kanenb uHAMKaTopa —(eHnnaHTPaHUI0BOM
KMCMOTbI 1 TUTPYIOT pacTBOPOM cov Mopa A0 nepexofa OKPacky M3 BUHHO-KPACHOM B APKO-3eMeHYH0.

MaccoByto KoHUeHTpauuio pacteopa connm Mopa C. r/cm3 okeuga xpoma (111), BblumcnsatoT no

thopmyne
A 10 0,002533 @
Cw r

roe V. —ob6bem pacTteopa conn Mopa, U3pacxofoBaHHOIo Ha TUTPOBaHWe, CM3;
) —ob6bem pactBopa 6HXpomara Kanus, B3STOro f4s TUTPOBaHUA, CM3;
0,002533 —TeopeTuyeckas MaccoBas KOHLeHTpauua ToyHo 0,1 monb/gm3 pacTBopa 6uxpomara Kanus
no okcugy xpoma (I1), r/icm3.

4.3. MpoBefeHne aHanmsa

HaBecky npo6bl Maccoii 0,5 r (npyu maccoBoii gone okcmaa xpoma (111) go 5 %), maccoii 0.2 r (npu
maccoBoit gone okcuga xpoma (111) go 30 %) wam 0.1 r (Mpy maccoBoli fone okcuga xpoma (111) cebiwwe
30 %) cMelMBaloT B NIATMHOBOM TUIMie ¢ 5—6 I CMecu A4ns CnaaBneHns U CNAaBAaT B My(ebHOW neyun
npy Temnepatype (1000+50) "C B TeueHne 20—50 MWUH A0 MOMHOrO Pa3NoXeHWUs HaBeCcKW Npoobl.

2
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OcCTbIBLUNIA CNiaB BMECTe C TUI/IEM OMYCKalOT B CTakaH, B KOTOPbI NpeaBapuTensHo HanmTo 90 cm3
cepHoii kucnotbl (1:5) n 2—3 cmj 0.02 monb/gm3pacTBopa MapraHL0BOKMUCNOro Kanus. CTakaH noMeLuaroT
Ha 3MeKTPONMTKY CO CnabbiM HarpesoOM W FPelT 40 MOSIHOrO PacTBOPEHUS Criiasa.

Mocne pacTBOpPeHWs cnasa BbIHUMAKOT TWUreNb, ONOMOCHYB ero BOAOM, NpubasnsaoT 10 cM5consHOol
kncnotobl (1:4) n KMNATAT 5—7 MWUH MOC/e NCYE3HOBEHWS OKPAaCKM NepmaHraHarta Kanus.

OcCTbIBLUMIA pacTBOp TUTPYOT pacTBopoMm coim Mopa (0,05 monb/gM3 npyu MaccoBoil fofe okcuaa
xpoma (111) go 5 % un 0.1 monb/gm3 npu maccosoit gone okcuga xpoma (1) ceobiwe 5 %), ncnonb3ys B
KauyecTBe MHAMKaTopa 5—6 Kanenb LUeNoYHOro pacTBopa PeHMNaHTPaHWIOBOW KWCNOTbl 4O Nepexofa
BMHHO-KPaCHOM OKPacku pacTBopa B SPKO-3e/1eHYI0.

4.4 O6paboTKa pe3ynbTaToB

4.4.1 MaccoByto J0Mt0 oKcuaa xpoma A, %. BbIYUCNAOT Mo hopmyre

loo, @

-+
rge V—o6bem pactsopa conv Mopa, M3pacxofoBaHHOro Ha TUTPOBaHWE, CM1,
C —maccoBas KOHUgeHTpauua pacteopa conv Mopa no okengy xpoma (111), r/cm3;
T —Macca HaBecKw, T.

4.4.2 HopMbl TOYHOCTM U HOPMATMBbI KOHTPOAS TOYHOCTU OMpeAeneHunii MaccoBOi JOMM OKcuAa
xpoma (I11) npuBegeHsl B Tabnmue |.

Ta6bnuuya 1
B npoueHTax

HOpMbl TouHocTn u HOPMATUHWU konTpons TOYHOCTMU

MaccoHas nons okcuaa xpoma (I11)

n dy 6
Or 01 po 0,2 BKNHOY. 0.03 0.(W 0.03 0.02
Cs. 02 » 05 ~ 0.04 0.05 0.04 0.03
» 05 = 10 W 0.06 0.08 0.06 0.04
= 1 . 2 » 0.08 0,11 0.09 0.06
» 2 * 5 w 0.13 0.17 0.14 0.09
* 5 .10 » 0.19 0.24 0.20 0.12
» 10 .20 . 0.3 0,4 0.3 0.2
» 20 * 50 0.4 0.5 0.4 0.3
» 50 * 65 0.6 0.7 0.6 0.4

5 YCKOpeHHbI TUTPUMETPUYECKUIA MeTog, onpefeneHns okenga xpoma (111)
(npw maccoBoii gone ot 5 go 65 %)

5.1 CywHocTtb MeToaa

.MeTOZ 0CHOBaH Ha pasfoXXeHWM HaBECKN MaTepuana CMECbi CEPHOW 1 OPTONOCHOPHOIA KNCAOT Npu
HarpeBaHWM, OKUCNEHMN XPOMa /10 LIECTUBANEHTHOrO COCTOSIHASA 1 MPSIMOM €ro TUTPOBaHUM PacTBOPOM
conum Mopa B NpUCYTCTBUW MHAMKATOPa (PEHNNAHTPaHWI0BOM KNUCNOTbI.

5.2 Annaparypa, peakTvBbl 1 PacTBOpbl

Kucnota cepHaa no MOCT 4204.

Kucnota optoocgopHas no FOCT 6552.

Cmecb K1CNOT CEepHOW 1 0pTOPOCHPOPHOIA, FOTOBAT B COOTHOLLIEHUN 2:1.

Cepebpo as3oTHokucnoe no FOCT 1277, pacTBop MaccoBoii goneit 1 %.

Mapraney, (11) cepHokmcnblii 5-BogHbin no FTOCT 435, pactBop MaccoBoi goneid 10 %

KobanbT cepHokucnblii no TOCT 4462.

HHkenb cepHokucnbiii no FTOCT 4465.

Katannsatop KobanbTOHMKeNeBblli: 15 I CepHOKMCNOro kobanbta M 15 I CEPHOKUCIONO HUKeNs
NMOMELLAKT B CTakaH BMecTMMOCTbio 1000 cm3 1M pacTBopAarOT npu nomelumsaHum B 600—700 cm! Bodbl,
NepeBOAAT B MEPHYH Konby BmecTMMmocTbio 1000 cm3, go6asnstoT 30 cM3 pacTBOpa CEPHOKMUCAOr0 Map-
raHua, OBOAAT O METKM BOAOM, NepeMeLLMBatOT.

AMMOHM HagcepHoKkucblid no FOCT 20478, pacTBop MaccoBoii gateit 20 %, pacTBop yCTON4YMB B

TeyeHne 5—6 aHeil.
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Kucnota consHaa no MOCT 31IS.

Hatpuii yraekucnbiii no FOCT 83.

Kucnota (eHmnaHTpanunoas: 0,2 I yrneKucaoro HaTpus pacTteopsatoT B 50 cM’ BOAbl, HarpeToi fo
40—50 “C, npubasnaoT 0,2 I )eHHAAHTPAHWAOBOW KUCNOTbI, 40BOAAT BOAOW A0 100 cM3, nepemeLunBatoT.

Conb okcuga xenesa (I1) n aMmoHuns aBoliHas cepHokucnas (conb Mopa) no FOCT 4208, pacTsop
MONAPHOW KOHLEHTpauun skemeaneHTa 0,1 mons/gmM3 rotonst no 4.2.

Kanns 6uxpomar no FOCT 4220, pacTBop MOMSPHOI KOHUEHTpauun akemBaneHta 0,1 monb/gm3
4,903 r Kanua 6GuxpomaTa, [BaXAbl MepPeKPHCTaNIM30BaHHOIO U BbICYLLEHHOIO Mpu Temnepatype
(200+5) "C g0 MOCTOsIHHOM Macchl, pacTBopstoT B 500—600 cM3 Bogbl B MEPHOW K0n16e BMECTMMOCTbHO
1000 cm3, fonMBalOT L0 METKW, MepeMeLlnBaloT.

MaccoByo KOHLieHTpauuio pactsopa conv Mopa ycTaHaBnMBaKT MO pacTBOpy Guxpomata Kaius:
20 cm3 pacTBopa 6uxpomarta Kanus O0TOMpalT MUNETKOM B KOHWYECKYH KOnby BMECTUMOCTbI0 250 cM3,
npunueatoT 100 cm3 BoAbl, 5 cM3cMecy KMCNOT opTodhocthopHOI 1 cepHoli, 5—6 Kanenb pacTBopa GeHu-
NaHTPaHWUIOBOWA KUCNOTbl U TUTPYHOT pacTBOpoM conu Mopa 40 nepexofa BMHHO-KPAcHOW OKpacku B
APKO-3€/1eHYI0.

MaccoBylo KoHUeHTpauuto pactsopa conm Mopa C, r/cm3 okeuga xpoma (111), BblUMCASKOT MO
thopmyne

., 20 0002533 ®)
|

rope 20 —o6bem pacTBopa conu Mopa, B3STOrO Ha TUTPOBaHue, CM3
0.002533 —TeopeTnyeckas MaccoBasi KOHLUeHTpaumsa TouHo 0.1 mMonb/gm ' pacTBopa 6uxpomMaTa Kanus no
okcugy xpoma (111), ricm3;
V —o6bem pactBopa conm Mopa, U3pacxofoBaHHOI0 Ha TUTPOBaHMe, cM3

5.3 MpoBeseHuve aHanu3a

HaBecky matepmana 0.1 —0,2 r noMeLLaT B KOHUYECKYO KONBYy BMECTUMOCTbI0 250 cM3, NpuavBaoT
20 cm3 cmecK cepHOi M OpTOQOCHOPHOI KUCMOT U pasnaraldT NpU HarpeBaHWW Ha 3MeKTPONIUTKE A0
MOMIHOTO pas3noXeHus npobbl. Mocne oxnaxaeHus npuamearoT 100—150 cm3Bogpkl, 15—20 cm3 pacTeBopa
aMMOHUSA HagcepHokucnoro, 10 cm3 pacTeBopa KobGanbTOHWKENEBOrO Katanu3aTopa, NnepeMellnBaloT u
HarpeBarOT 40 MOSBNEHMS Ma/MHOBOM OKPAaCKW, YTO CBUAETENbCTBYET O MOSIHOM OKMC/IEHWW XpOMa.

[JonyckaeTcs B KaUeCTBe KaTanm3aropa UCrnonb30BaTh PacTBoOp cepebpa a30THOKMCIONO B KONNYECTBE
5cm3

PacTBop KMMATAT B TeyeHue 12—15 MWUH [0 MOMHOrO NpekpalleHns BbleNieHns My3blpbKOB rasa,
npu6asnsaoT 5—10 Kanenb CONAHOW KUCNOTbl U CHOBA KUMATAT 40 MCYE3HOBEHWUS MAa/IMHOBOW OKPAacKu u
yaaneHus xnopa (5—6 MuH).

PacTBOp OoxnaxgalT, NpunnealdT 5—6 Kanenb pacTBopa (eHWNaHTPanuIOBOM KWUCOTbI U TUTPYIOT
pactBopom conu Mopa Ao nepexofa BUHHO-KPacHOM OKPacku B SPKO-3e/1EHYHO.

5.4 O6paboTKa pe3ynbTaToB

54.1 Maccosyto gono okcuga xpoma (111) Xx %, BbluMcna0T no gopmyne

_VvcC
Y, =55 -100, “)
rge Y —o6bem pactsopa conv Mopa, M3pacxof0BaHHOro Ha TUTPOBaHWe, CM1;
C —maccoBas KOHLUeHTpaumsa pacteopa conv Mopa no okengy xpoma (111), r/cm3;
T —Macca HaBecKw, T.
54.2 HOpMbI TOYHOCTU ¥ HOPMATMBbLI KOHTPOJIA TOYHOCTW OMpefeneHuini MaccoBOi Aann oKcuia
xpoma (I11) npvBeseHsbl B Tabnmue 1

6 ATOMHO-abcopbUMOHHLIA MeToL onpefeneHust okcuaa xpoma (111)
(npn maccosoii gone ot 0,1 go 10 %)

6.1 CywHocTb MeTna
MeTof OCHOBaH Ha M3MepeHUW aTOMHOW abcopbuumn Xpoma B MAaMeHV 3akuncb a3oTa —aueTuneH
npu gavHe BonHbl 357.9 HM.
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6.2 Annapatypa, peakTuBbl, pacTBOpbl

ATOMHO-a6CcOpPOLMOHHbIA CNEKTPOPOTOMETP C UCTOUHUKOM M3MTYUEHUs 415 XpoMa.

Turnn nnatuHosble no MOCT 6563.

Meub mydhenbHas, obecneynBaroLlas Harpes 40 Temnepatypbl (1000+50) “C.

HaTtpwii yrnekucnblid no FOCT 83.

Hatpuii TeTpabopHokucnbii  10-BogHbin no TOCT 4199, 06e3BOXEHHbI Npu  Temnepartype
(400x20) *C.

CMecb 1 crnnaBfieHns, COCTOALLAA U3 YINEKUCOro HaTpuUs 1 6e3BOLHOI0 HaTpus TeTPabopHOKHC-
N10T0 B COOTHOLUEHMM 2:1.

Kucnota consiHasa no MOCT 3118, pasbaBneHHas 1:3 n 1:20.

Hatpuii xnopmucTeiin no FTOCT 4233, pacTBop mMaccoBoit goneid 10 %.

Kanua 6uxpomat no FOCT 4220.

CraHpapTHbI/A pacTBop okcuga xpoma (111): 0,1934 r 6uxpomata Kanus, BbICYLUEHHOrO Npu Temmne-
patype 180—200 “C g0 NOCTOSIHHOW Macchl, pacTBopsAloT B 200 cm3 BoAbl. PacTBOp MepeBOAsST B MEPHYH)
konby BmectumocTbio 1000 cml, gob6asnsatot 200 cm3 consiHoW KmucnoTbl (1:3), A0NMBAKOT A0 METKM BOAOM
1 nepemeLnBaloT (pacTeop A).

I cm’ pactBopa cogepxmT 0,0001 r okeuga xpoma (I11).

pagyvpoBoYHbIl pacTBop: 20 cM’ cTaHAAPTHOrO pacTBopa A NepeHOCsAT NUMNETKOW B MEPHYHO Konody
BMecTMMOCTbI0 100 cM3 A0BOAAT 4O METKU CONSiHOW kucnotoli (1:20) n nepemelumsatoT (pacTeop b).

1cm3 pacTBopa cogepxut 0,00002 r okenga xpoma (I11).

6.3 lNMposeseHne aHanu3a

6.3.1 Hasecky npo6bl maccoli 0,25 r cnnasnsoT B NIaTUHOBOM TUIIE C 2—3 T CMeCu /1 CniaBieHuns
npu Temnepatype (1000+50) “C.

CnnaB BbilwenaunsaoT B 50 cm3 consHol kmcnoTel (1:3), pacTBOp MepeBOAAT B MEpPHYH Konby
BMeCTUMOCTbO 250 cM3, JOBOAAT BOAOWA L0 METKM U MepemMeLLMBatoT.

AT onpeseneHuns okcuga xpoma (111) B MepHyto K0n6y BMeCTUMOCTbIO 50 cM50T6MPatoT aIMKBOTHYHO
yacTb pacTBOpa B 3aBMCMMOCTM OT MaccoBoi gonu okcmaa xpoma (111), npueeaeHHyto B Tabnuue 2.

Tabnuuya 2
Maccosas Aonsa obcuan rpoma (1), % AIMKNOTHasA Yactb, CM'
Or 0.10 pgo 2,0 BKAtOu. 25
Cs. 20 * 50 * 10
» 5,0 » 10,0 » 5

[o6aBnstoT 2,5 cM3 pacTBOpa X10PUCTOr0 HaTPUA, LOBOAAT A0 METKU PacTBOPOM COMSIHOM KUCMOTI
(1:20), nepemeLLMBAOT 1 U3MEPAIOT aTOMHYHO a6COPOLUIO B NTaMEHN 3aKMNCb a30Ta —aLleTUIEH NPU LTHHe
BO/IHbI 357.9 HM.

Mo HafeHHbIM 3HaYeHNAM abcop6bLMm 3a BbIYETOM abcop6LMM KOHTPOILHOTO OMbITa, MPOBEAEHHOIO
napannenbHoO ¢ Npo6amu, HaxoaaT maccy okcmaa xpoma (111) no rpagyvpoBoYHOMY FpatnKy Uam No Metogy
OrpaHM4YMBatOLLMX PacTBOPOB.

6.3.2 TlocTpoeHue rpagyvnpoBOYHOro rpaduka

B mepHble Konbbl BMecTMOCcTb0 100 M ' nomewatoT 1.0: 5.0; 10.0; 15,0; 20.0 cM3rpagyvpoBOYHOIO
pacteopa b n 5.0; 6,0; 7,0; 8,0; 9.0 n 10.0 cm3 cTaHgapTHoro pactsopa A. 4to cooteeTcTByeT 0,00002;
0.0001; 0.0002: 0.0003; 0.0004; 0,0005; 0,0006; 0,0007; 0.0008: 0,0009 n 0,001 r okcuga xpoma (I11). K
pacTBopam A06aBnAlT 5 cM3 pacTBOopa .X/I0PUCTOr0 HaTpusi, AOBOAAT A0 METKM pacTBOPOM COJ/ISHOM
kucnotsl (1:20), nepeMelLnBalOT M M3MEPSAIOT aTOMHYIO abcopbumto, Kak ykasaHo B 6.3.1.

Mo HaigeHHbIM 3Ha4YeHUsAM abcopoLuuy 1 COOTBETCTBYIOLWMM M Maccam okcmnga xpoma (I11) cTpost
rpafyvpoBOYHbIiA rpadinK.

6.4 0O6paboTka pe3ynbTaToB

6.4.1 Maccosyto gonto okcuga xpoma (111) X2, %, Haxoaat no gopmyne

%, :.7)9—'/\.100] (5)
y T
roe V—obwuii o6bem pactsopa, CMm3;

T —wMmacca HaBecku, T;
I, —06bemM aNMKBOTHOM YacTu pacTBopa, CM3;
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/9, —macca okcmpa xpoma (I11), r, HailgeHHas no rpagyyMpoBOYHOMY FpadinKy UAN BblYMCIEHHAs MO
thopmyne

We-4jiA-Aj ®)

roe % n ¥M—6onbliuee U MeHbLLee 3HadeHMs Macchbl okcmga xpoma (111) B COOTBETCTBYHOLLMX CTaHAApPT-
HbIX pacTBopax, T;
/1* n A —6onbluee N MeHbluee 3HaYeHWUs aTOMHOMO MOT/IOLLEHMS XPOMa B COOTBETCTBYIOLMX CTaH-
[apTHbIX pacTBopax;
A —aTOMHOE MOT/OLWEHNE aHaNN3MPYEMOTro PacTBopa.
6.4.2 HopMbl TOUHOCTW ¥ HOPMaTMBbLI KOHTPONS TOYHOCTW OMpefeNneHnii MaccoBoii Jonu okcuaa
xpoma (I11) npuBegeHbl B Tabnuue 1

7 doToMeTpuueckuii MeTod onpeaeneHns okcuga xpoma (111)
B BbICOKOMarHesuabHbIX OrHeynopax U cbipbe (Npu maccosoi gone ot 0,1 go 1 %)

7.1 CywHocTb MeToga

MeTog OCHOBaH Ha M3MepeHMM ONTUYECKON NNaTHOCTW (MONETOBOrO KOMM/eKca, 06pa3soBaHHOIO
TPEXBaEHTHLIM XPOMOM C TPUNOHOM B, npu anuvHe BoNHbI 540 HM.

7.2 Annaparypa, peakTuBbl U PacTBOpbl

CnekTpothOTOMETP UNN KONOPUMETP POTOINEKTPUYECKNI NabOPaTOPHBIA.

Meub myhenbHas, obecrneynBaroLLas Harpes 4o Temnepatypsl (1000+50) “C.

Turnn nnatuHosble no MOCT 6563.

Hatpwin yrnekucneiin no FOCT 83.

Hatpuiti TeTpabopHokucnblii  10-BogHbIi nmo TOCT 4199, 06e3BOXeHHbIi Mpu  TemnepaType
<400+20) "C.

CMecb Ans CnnaBneHns, COCTOALLAA U3 YINIEKNCNOro HaTpusa 1 6e3BOAHOI0 HaTpus TeTpabopHOKMC-
JIOr0 B COOTHOLEHUKN 2:1.

AMMMak BogHbIi no FOCT 3760.

Kucnota consiHaa no MOCT 3118, pas6aateHHas 1:1, 1:3.

KartHa 6uxpomar no FOCT 4220.

Bogopoga nepokcug no TOCT 10929. pactBop maccosoii goneii 30 %

Kucnota ykcycHas no FOCT 61.

HaTpuii yKcycHoKuchbi 3-BogHbI no TOCT 199.

PacTtBop 6ydepHbIii ¢ pH 4.0: 120 r yKCYCHOKMCAOro HaTpusi pacTBopsitoT B 500 cM3 BoAbI, 406aBNAIOT
300 cM5YKCYCHOI K1cnoTbl U AoBOAAT 40 1 amM3

Conb gunHatpueBas atuneHgHaMuH-N, N, N\ N'-TeTpaykcyCHOI KncnoTel 2-BogHas (TpunoH b) no
FOCT 10652, pactBop MaccoBoli goneii K) %.

CTaHfAapTHbI pacTBOp OKCMAA XpOMa MaccoBoi KoHueHTpauum 0,001 r/cm3 1,935 r 6uxpomarta
KaTus, BbICYLLEHHOr0 JO MOCTOSAHHOM Macchl npu Temnepatype 180—200 “C, pactsopstoT B 300 cM3 BOAbI,
NepeBoAAT B MepPHYHO K06y BMecTUMOCTbi0 1000 cm3 gobasnstoT 200 cM3consHoi kKucnoTel (1:3), goBoaat
[0 MEeTKV BOZOI W nepeMeLLMBaroT.

7.3 lMpoBeseHue anatuta

731 HaBecky npo6bl Maccoit 0,5 r cnnaBnstoT B aTaTUHOBOM TWUI/e ¢ 2—3 T CMecu Ans CnaaBneHus
npu Temnepatype (1000+50) “C. Cnnas pacTBopstoT B 60 cM’ pacTBopa COMsSHON kucnoTbl (1:3), pacteop
NepeBoAsAT B MEPHYHO KOOy BMeCTUMOCTbIO 250 CM3, OBOAAT BOAON A0 METKM W MepemeLlnBaloT.

[JonyckaeTcs ncnonb3oBaTb afIMKBOTTIO YacTb PacTBOpa Mnocne oTAeneHns okeruga kpemuusa (1V) no
FOCT 2642.3, pasgen 9.

[ns onpegeneHns okeuga xpoma (111) B cTakaH BMeCTUMOCTbHO 250 CM30TOMPaKOT aMKBOTHYHO YacTb
pacTBopa, paBHyt0 50 cM3 [06aBnAlOT OAHY Kanilo Mepokcuaa BOLOPOAA, HENTPanu3ytoT pacTBOPOM
ammMmaka Lo BbiMafeHns B 0CAfOK MMAPOKCUA0B. 3aTeM 0CafloK PacTBOPAKOT CONAHOW kucnoToi (1:1) n
npn6aBnaloT ewe 5 Kanenb K1CNOTbl B M36bITOK 1 npunusatoT 10 cm3 pacTBopa TpunoHa b. HakpbiBatoT
CTakKaH 4acoBbIM CTEK/IOM, HarpeBaroT [O KWMEHWS W BbILEPXKMBAIOT Ha MIMTKE CO crabblM Harpesom B
TeueHne 15 muH. [obaBnatoT K) cm3 6ydepHoro pacteopa ¢ pH 4.0, 0xnaxaaroT 1 NepeBoAAT B MEPHYHO
Konby BmecTuMocTbio 100 cM3 AOBOAAT 40 METKM BOAOA U NepeMeLLnBatoT.

6
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V13MepsitoT ONTMYECKY MAOTHOCTb pacTBopa Mpw AavHe BOAHbI 540 HM B KIHOBETE TO/LMHON Cnos
30 MM, pacTBOpPOM CpaBHEHWSI CMYXXWUT PacTBOP KOHTPO/IbHOrO OMbITa, COAEPXKALLMA BCE MPUMEHSEMbIE
peakTuBbI.

7.3.2 [ns nocTpoeHus rpagyvpoBOYHOro rpaguka B MepHble Konbbl BMeCTUMOCTbIO 100 cm3oTMe-
pAOT aIMKBOTHbIE YacTW CTaHZapTHoro pacrteopa: 1,0; 3,0; 5,0; 7.0; 10.0 cm3, uT0 cooTtsBeTcTByeT 0,001,
0.003; 0,005; 0,007; 0.01 r okcuga xpoma (I11). PasbasnstoT BOAOA NpubaM3uTensHo o 20—25 cm3,
[o6aaysitoT No OAHONM Kanne nepokcuia BOAOPOAa, HeWTpanu3ytoT PacTBOPOM aMMMaka Ao BbiNageHus
rMAPOKCMAOB (M3MEHEHME OKpacKu pacTBopa C rolyboro 4o XXentoro) v ganee aHanns BegyT no 7.3.1.

Mo HalfeHHbIM 3HAYEHMSM OMTUYECKON MAOTHOCTM W COOTBETCTBYIOLIMM MM MaccaM OKcuga
xpoma (I11) B Muanurpammax CTposiT rpagyMpoBOYHbIA Fpadik U pacCcuUMTbIBAlOT KOHCTaHTY MeTofa

rge a —macca okenpga xpoma (I11), Haxogswerocs B MepHoil konbe BMeCTUMOCTbO 100 cM3, Mr;
D —onTtuyeckasa NAOTHOCTL pacTsopa.
Mpy BbINOMHEHNM BCEX YCNOBWiA, YKa3aHHbIX Bbille, 3HaYeHUs K JOMKHbI ObiTb O4UHAKOBbIMU 418
KeOKI0 TOUKM rpagyMpoBOYHONO rpaduka.
7.4 OO6paboTka pe3ynbTaToB
7.4.1 Maccosyto foNito okeuga xpoma (111) A, %, BbluMCnAOT No Gopmyne

OKY 100, 8)

rge D—onTuyeckas NAOTHOCTb PacTBOpa aHaIU3NPyemMoro obpasHa;
K —kKoHcTaHTa MeTofa, BbluMcneHHas no 7.3.2;
V —o6wwmnini 06beM UCXOAHOIO pPacTBopa, CM3
T —Mmacca HaBecKu, T;
V, —006bem aIMKBOTHOM 4acTu pacTBopa, CM3.
7.4.2 HopMbl TOYHOCTV M HOPMATMBbI KOHTPO/S TOYHOCTW OMNpefeneHnii MaccoBoi [0 oKcuaa
xpoma (111) npuBeaeHsbl B Tabnmue 1
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