YAK 669.26:546.28.06:006.354 Tpynna Bt9
FrOCYAAPCTBEHHbBHN CTAHAJQAPT COKW3A CCP

rocrt
XPOM METANIIMYECKWUA

Mertoasl onpepeneHMs KpeMHHA l 3 0 2 0 . 5—85

Metallic chrome. (CT C3B 4505—84)

Methods for determination of silicon

B3amen
OKCTY 0809 rOCT 13020.5—75

Mocranorneunem FocypapcreenHoro xomutrera CCCP no craupapram or 20 mas
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Hecobniogenne cranfapra npecneflyercs no 3aKoHy

Hacroawwmit craupapr ycraHaBauBaeT  (GOTOMETPHUECKHY (MpH
MaccoBoit gose kpemuus ot 0,1 no 0,4% ) ¥ rpaBHMeTpHYECKHI XJIOp-
HO-KHCJIOTHHH (npHu MaccoBoél mosne kpemuus ot 0,4 o 1,0% ) metoan
onpejeseHHs] KPeMHHSI B METAJINUECKOM XpOMe.

Crangapt noasocteio coorBerctByer CT COB 4505—84.

1. OBWME TPEBOBAHWS

1.1. O6wmue TtpeGoBaHus K MeTojam aHaausa—mno TOCT
13020.0—75.

1.2. JlabopaTtopHas npoba xoJxHa  ObITH NPHIOTOBJEHA B BHAE
CTPYXKHU ToNLuHON He Gosee 0,5 mm no 'OCT 23916—79.

2. ®OTOMETPMYECKMA METOA

2.1. CywHocTp MeTOAQ

Meton ocHOBaH Ha 00pa30BaHHH KeJNTOH KPeMHeMOJUOACHOBOH re-
TEPONOJHKUCAOTH B COJISTHOKHC/JIOM DAacTBOPE, BOCCTAHOBJAEHHH 3TOrO
COEJIHHEHHS] acKOPOMHOBOH KHUCJIOTOH A0 KpeMHeMOJHOAeHOBOH CHHH H
M3MEpEeHHH ONTHYECKOH IJIOTHOCTH OKpallleHHOTO pacTBOpa Ha CHeK-
TpodoTOMeTpe Npu asuHe BOJHB 810 HM MM HOTO3JEKTPOKOJOPHMET-
pe B ob6aacti cBetonponyckanHs ot 630 g0 900 um.

Maganwe oduumansHoe Nepeneuarka Bocnpeujena
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22. AnnapaTtypa, peaKTHBB H PacCTBOPH

CnexkTpogoToMeTp HJH (HOTO3JIEKTPOKONIOPUMETP.

Kucaora coasinas no TOCT 3118—77, pas6asnennas 1:3.

Kucnora azordas no FOCT 4461—77.

Kucnora cepras no 'OCT 4204—77, pasbaBiensas 4:5.

Kucnora masenesass mo FTOCT 22180—76, 8 9 -uulit pacTBop. Xpa-
HAT B NOCYJAe H3 MOJHITHIIEHA,

Kucsnora ackop6uHcBas, 2 % -HBlit pacTBOp; TOTOBAT NepeA NpHMe-
HEHHeM

Ammonnji Monu6aesosokucasiil no 'OCT 3765—78, 5 % -Hui pac-
TBOp, CBEXKENPHroTOBJeHHH . XpaHAT B NOCYAe H3 MOJH3THJEHA.

Harpuii yraexkucasiit mo F'OCT 83—79.

23. [IlpoBefeHue aHaNHU3a

Hasecky npo6u Maccoit 0,1 r nomemaloT B CTakaH BMeCTHMOCTBIO
100 cm®, mpuauBatotr 10 cM3 constHO#t KucaoTel (1:3) M HarpeBaioT B
TeyeHne 3—>5 MUH, He JONyCKas KHOeHHs pacrBopa. [IpuauBaior 2—3
RaljIu a30THOH KHCJIOTHL ¥ NMPOAOJKAIOT HArpeBaHUE A0 IOJIHOTO pac-
TBODEHHS HaBeCKH, 3aTeM mpHaHBaioT 20 cm3 BoAnl. PacTBop ¢uabTpy-
10T 4yepe3 OHICTPOQHABLTPYIOWHA (UABTP B MEPHYIO KOAOY BMECTH-
Mocthbio 100 cM® u mpoMBIBaIOT OCTaTOK Ha puabTpe 3—4 pasa HebOJIb-
LIMMH OPUHAMH ropsiuesi BoAb. PUIBTP C OCTATKOM NOMENIAIOT B IlJa-
THHOBBI#t THreJb, BHICYWUHBAIOT ¥ 030J10T. OCTaTOK NPOKaJHBAJOT NPH
800—900 °C, a 3arem cnsaBasor ¢ 0,5 r yriekucjaoro  HaTpHs NpH
950 °C B reuenne 20—30 MuH.

Turesnp oxJiaXKAalOT ¥ NOMEINAIOT B CTaKaH BMecTHMoCThIO 100 cM3,
B tHrean oCTOpOXHO NMpPHJAHBAIOT 3 cM® pacTBOpa COJNSHOH KHCJIOTH
(1:3) v naaB BHIIEJAAYHBAIOT IPH C1260M HarpeBaHHH.

TTosnyyeHHBIHl pacTBOp NPHCOEZHHSIOT K OCHOBHOMY (DHMJBTpPATy H
JIOJIHBAIOT A0 METKH BOJOM.

B aBe MmepHble Koab6bl BMecTMMocThio mo 100 cM® mnomewmalor mo
20 cm® aHasau3upyeMoro pacrtBopa, nmo 40—50 cm® Boabl U B OAHY H3
Hux gobasasior 10 cM® pacTBopa MOJHGAEHOBOKHCIOrO aMMOHHS.

PactBop, B KOTOpHIH He A00aBAsIM ~ MOJHOIEHOBOKHCIbI aMMO-
HH, UCTIOJNB3YIOT B KadeCcTBe PacTBOpa opaBHeHHA. Bo3aMoxHOe mosiB-
JleHHe 0Cajlka HJH JIeTKOH onaJieCleHlHH NpH A0GaBIeHHH MOJHGAEHO-
BOKHCJIOTO aMMOHHSI cBHaeTeJbcTByeTr o pH 1,3—1,5, Heo6xomumoM
JAJs 06pa3oBaHUA KPEMHEMOJNGAEH OF OK UCIOTO KOMILIeKca.

UYepes 15 MuH nocje n06aBleHHs pacTEOpa MOJHOIEHOBOKHC/IOrO
aMMOHHS NIPH NOCTOSIHHOM fep€ MeIUHBAHHH B 00e KOAOh NPUJIHBAIOT
no 5 cM3 cepHO# KucaoTH (4:5), mo 5 cm® pacTBopa 11aBeJieBOil KHCJIO-
Tl ¥ 10 5 cM® pacTBopa ackopGHHOBOH KHCJOTHL. 3aTeM pacTBOp HO-
JUBAIOT BOAOj A0 METKH M NepeMelIHBaioT.

OnTHueCcKyio IIOTHOCTb DAacTBOPOB H3MepsAl0T  yepe3 30 MHH Ha

cnekTpodoTOMETPE NPH AJHHE BOJHH 810 HM HIH (OTOJIEKTPOKOJIOPH-
MeTpe B 06sacTy cBeTonponyckanus ot 630 1o 900 uwm.
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Maccy KpeMHHS HAXOZAT METOZOM CpaBHEHHS! CO CTaHAAapPTHHIMA
06paslaMu MeTaJJIHYe CKOTO XpoMa, GJH3KHMH IO COCTaBy K aHaJIH-
3UPYEMOMY MeETaJIINYECKOMY XPOMY H NPOBEAEHHBIMH uepe3 Bce CTa-
JIMH aHaJIH3a.

24. O6paboTKa pe3yabTaTOB

2.4.1. MaccoBylo fo/m0 KpeMHHsi (X) B MpOLEHTaX BHIUHCJAIOT [O:
dopmyae

C-(D—Dy)
X=—-, >
rie C — maccoBasi A0J1s KPEeMHHSI B CTaHgapTHoM o6pasue, %;
D — onrtHueckast IVIOTHOCTh  aHAJHM3HPYEMOrO pacTBopa MeTal-
JIHYECKOT'O XpOMa;
D, — onTuyeckas MIOTHOCTb pacTBOpa CTaHAAPTHOINO 06pasua;
D, — onTHueckasi MJIOTHOCTb PACTBOPa KOHTPOJBHOTO OIbITA.

2.4.2. Ab6comoTHble JOMycKaeMble PAacXOXJAEHHs pe3yJbTaToB INa-
paJiesibHBIX ONpeJesNeHHl He NOJ/UKHBI NpeBHILIATh 3HAYeHHH, yKa3aH-
HBIX B TabJaune.

Maccopasg 1019 KpeMHus, % AGcomoTHbEIe X0NYCKaeMble PacXOXAeHHs, %
Or 0,10 go 0,20 Bxurou. 0,025
Ce. 0,20 » ¢(5¢ » 0,04
» 05 » 1,0 » 0,06

3. TPABUMETPUYMECKMH METOA

3.1. CymHocTh MeTORA

Meton ocHOBaH Ha BbIAEJNEHHH KDEMHHEeBOH KHCJIOTBI H3 XJOPHO-
KHCJIOTO pacTBOPa Mpo6hl MyTeM BhINAapHBaHHUSA €r0 JI0 BhIAENEHHs 0GHIb-
HBIX I1apOB XJOPHOH KHCJOTH H IOCJAEAYIOIEM ONpeAe/eHHll B3Be-
IIHBaHHEM Da3HUIBI MeXAY Maccoi ocajka A0 006paboTKu (TopuUCTO-
BOJOPOAHOM KHCJIOTOji H Maccoii ocTaTKa nocje o6paGoTKH (GTOpUCTO-
BOMOPOJHON KHCJIOTOH.

32. PeakTuBb 4 pacTBOpPH

Kucmora consnast mo 'OCT 3118—77 u pasbaaennas 1:50.

Kucnora azornas no F'OCT 4461—77.

Kucnora cepuas no F'OCT 4204—77 u pasbasiennas 1:1.

Kucinora ¢propucrosonoposnas no FOCT 10484—78.

Kucnora xJsopHasi, 42 unu 57 % -Heifi pacTsop.

3.3. [IpoBepenue anaausa

Hapecky npoGel Maccoit 2,0 T moMellaloT B CTaKaH BMECTHMOCTBIO
400 cm?3, npuausator 30—40 cM3 CONSTHON KHCJOTBI H PACTBOPSIIOT NPH
HarpeBanuH. [locjie MOJHOrO pacTBOPEHHSI HABECKH PAacTBOP OKHCJS-
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IOT a30THOj KHCJAOTOH, npuausawoT 40 cM® XJOpHOH KHUCJOTH, HaKpHI-
BAIOT CTAaKaH YaCOBLIM CTCKJIOM U BHIIAPHBAIOT PACTBOP A0 NOSBJACHHS
NapoB XJCPHOH KHCJOTH, KOTOPHIM AAI0T BHIAEJATLHCSH B TeueHue 15—
20 mun. Ilocse aTOro crakaH CHHMAIOT C IJIATH, OXJaXAaloT, OOMBHI-
BalOT €ro CTeHKH HeOOJBIUHM KOJIHYECTBOM BOAHB H PacTBOP CHOBA
BBIIaPHBAIOT O NOSIBJEHHS NapOB XJOPHOH KHCJOTHI, KOTOPHIM RAIOT
BbiAeaAThCS B TegeHue 10—15 MuH.

Coaep:kuMoe CTaKaHa OXJaXKJAalOT, NPUAMBAIOT Npu NepeMeLIuBa-
uuy 50 cM3 xoqoxHol BoAbl, 10 ¢cM3 cONIHOH KHCAOTH, a 3aTeM 150 cm®
ropsiueit EOABI U HArpeBalOT A0 pacTBopeHHs coJeli. [Tocse atoro oca-
JOX KPEMHHeBOH KHCJAOTHL OTOHUABTPOBLIBAIOT HA HUABLTP  cpelHefi
IJIOTHOCTH, coAepiKalluil HeGOJIblIoe KONHYeCTBO (HABTPOOYMaKHON
Macchl, H NPOMBIBAIOT ero 12—I15 pa3 TemablM pacTBOPOM COJSTHOH
KHCJAOTH u 2—3 pasa ropsiuell BogoH. ®uibTp ¢ 0CaAKOM COXPAHSIOT.

®uneTpaT BHINapHBalOT 10 oObeMa npuMepnHo 50 cm®, npubaBAAIOT
15 cM® XJTOpHOJ KHCJOTHI ¥ BHIIAPHBAIOT A0 BHIACMEHHS ee OGHJIbHBIX
napos. PacTBop oX/saxaawrT, npuiausanT 150 cM® Boabl, HarpeBaoT X0
IIOJIHOTO PacTBOPeHHs coJied, OoT HJABTPOBBIBAIOT OCAXOK KPEeMHHEeBOMH
KHUCJIOTHL U IIPOMEIBAIOT, KaK YKa3aHO BHIlIE.

QuabTphl ¢ 0CAAKOM KPEMHUHEBOH KHCJAOTH O0BeAUHSAIOT, NoMella-
I0T B IIJIATHHOBBIH THreJb, CYIIAT, OCTOPOXKHO O30JSIOT H IPOKAaJHBa-
10T B Teuenue 40 MuH npu temnepatype 1000—1100 °C. IMocae oxJaax-
IeHHs] B THTeJb C OCAAKOM A006aBJSAIOT TPH KamiH pasbGaBieHroil cep-
HOM KHMCJIOTHI, CYyIIAT W NPOKanMBaIOT npu TeMmneparype 1000—1100 °C
B TeyeHHe | y. Turesp ¢ 0cajKoM OX/NaXKIalOT B 9KCHKATOpe, B3BELIH-
BAaIOT, OCAJA0K CMauHBAaIOT HECKOJBKHMH KallJISIMH BOJABl, NMPUGABIAIOT
3—4 Kannu pa3baBieHHON CepHO# KucaoThl, 5—6 cM3 pacrBopa ¢TO-
PUCTOBOJOPORHON KHCJOTHI W BHIIAPHBAKT 0 YAaJIEHHS MapoB Cep-
HOH KHCJOTH. 3aTeM THreJb NPOKAaJHBAKOT NpH TeMmepatype 1000—
—1100 °C B Teuenue 30 MHH, OXJAXKIAIOT B 3KCUKATOpe H CHOBA B3Be-
HIYBAIOT.

34. O6pabGoTkKa pPe3yJaAbTAaTOB
3.4.1. MaccoByio ponwo KpeMHHs (X) B OpOIEHTaX BBIYHCASAIOT MO
(popmye
_ (my—mg)—(m3 —m,) -0,4674
X= — ,

rae m;— Macca THIJsSI C OCaAKNM JBYOKHCH KpeMHHs A0 06paboTKH
pacTBOpOM (PTOPHCTOBOAOPOAHOMH KHCJIOTHI, T;
My — Macca THIVIS C OCTATKOM Ilocsie 06paGoTKH pacTBOpoM ¢To-
PHCTOBOLOPOAHON KHCAOTHL, T;
M3 — Macca TUIJisE C OCAJKOM JBYOKHMCH KPDEMHHS B KOHTPOJBHOM

onbiTe A0 00pabOTKH DAcTBOPOM (hTOPHCTOBOJAOPOAHOH KHC-
JIOTHI, T;
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m,— Macca THIVISL C OCTaTKOM B KOHTPOJIbHOM OINBITe Iocje o6pa-
60TKH pacTBOPOM (TOPHCTO3DJOPOLHOH KHCJOTHI, T;
m — Macca HaBeCKH, T;
0,4674 — ko3¢ dHIMEeHT NMepecyeTa ABYOKHCH KDEMHHsS Ha KpPeMHHI.
3.4.2. A6GcomoTHBIE A0TyCKaeMble DacXOXKAEHHS pe3yJbTaTOB Ia-
pajlieJbHBIX ONpeJeJeHHH He AOJKHBI NPEBHINATh 3HaUeHHH, yKa3aH-
HbIX B Tabaune.
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