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MEXTOCYIOLAPCTBEHHbBMM CTAHAOLAPT
. Ty

MAPFAHELL METAJIIHYMECKHA W MAPTAHEy A30THPOBAHHbBIN,
Me'ronu ONpeae/ICeHHA Keaedq

Metallic manganese and nitrated manganese
Methods for determination ofirgp

RNara seenenns 1995—07—01
1 HABHAYEHHE U OBJIACTb IPUMEHEHUSA

Hacrosmuii craHnapT ycTaHaBJAMBAET ME€Yopml onpefeNieHus XKe-
7e3a B MeTaJJHYECKOM H a30THPOBaHHOM Maplauile: (OTOMETPUUECKHE
¥ aTOMHO-aGCOPOGLHOHHBIN NPH MaccOBOH 1Oje xenesa or 0,1 1o
3,5 % ; THTpUMETPHUECKHH PU MaccoBol 10Ae xesesa ot 0,5 10 3,5 %.

2 HOPMATHBHBIE CCbIJIKY

B RacrosuleM cTagAapTe HCNOJb3OBAHBI CCBHIJIKH Ha CJAEAYIOUHE
CTaHAAPTHL:

TOCT 199—78 Harpuit yKcycHuii 3-BOLHBIY, Texnuueckue yCJOBUS

TOCT 612—75 Mapraneu (I1I) cepHo-kKHCAn} 5-BogHbI#. Texuuue-
CKHe YCJIOBHS

TOCT 3118—77 Kucnora consnas. TexHHYeckne ycaoBus

TOCT 3760—79 Ammuax BonHbiit. TexHHYeCkye ycoBUs

TOCT 3773—72 Ammonnit xnopuctuil. Texpuyeckue ycaosus

TOCT 4144—79 Kanuit asorHoxkucanfi. Texuyyeckue ycnoBus

TOCT 4197—74 Harpuit a30THCTOKHC/BIA. TexHHUECKHe YCJIOBHS

T'OCT 4204—77 Kucnora cepHasi. Texuuueckue ycnopus

TOCT 4220—75 Kaaui ABYXpOMOBOKHC/BI, TexHHUeCKHe yCJIOBHS

I'OCT 4329—77 Kpacunl anomokanueBble, TexHHuecKHe YCJOBHS

T'OCT 4461—77 Kucsora a3otHas. TexHHYeckye ycnoBust

TOCT 4478—78 Kucnora cyabdocaliliilopas 2-BoiHaf. TeXHH-
4eCKHe YCJIOBHS

TI'OCT 5456—79 T'uapokcunaMuHa THAPOXJiopua. TexHHuecKHe yc-
JIOBHS

T'OCT 6552—80 Kucaora oprodochopHas. Texuunueckue ycoBHS

Uananue opuunanbHOE
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I'OCT 10484—78 Kucaota ¢TopHcTOBOAOpOAHaA. Texnnueckne yc-
JIOBHSA

I'OCT 11069—74 Amomunuii nepBuuHbii. Mapkn

TFOCT 26999—86 Maprarer MeTanJH4eCKHl W MapraHely MeraJ-
JHYECKHil a30THPOBaHHbIA. MeTogs 0T60pa U MOArOTOBKM TpPo6 AJISL
XUMHYECKOTO U PU3HKOXHMHUECKOTrO aHaNu30B

T'OCT 28473—90 YyryH, cTanab, deppocniaBbl, XpPoM, Maprasen
Merananyeckue. O6une TpebOBaHUA K METOJaM aHa/H3a

3 OBILHE TPEBOBAHHS

3.1 O6mue TpeGoBaHust K MeTogaM aHaausa —mo 'OCT 28473.
3.2 JIa6oparopHast npo6a A0/XKHa GLiTh NPHIOTOBJEHA B BHAE NO-
pollKa ¢ MaKcHMaJbHBIM pasMepoM uactuu 0,16 MM no TOCT 26999.

4 ®OTOMETPHYECKHHA METOJ{
C MPUMEHEHHUEM 1,10-¢EHAHTPOJIHHA

41 CymHoOCTh METOAA

Merton ocHoBaH Ha 06pa30BaHMH KOMIIJIEKCHOTO COEAHHEHHS ABYX-
BaJieHTHOro xkenesa ¢ 1,10-peHaHTpOIHHOM, H3MEpeHHH ero omTHyec-
KOH TJIOTHOCTH Ha cnekTpodoToMeTpe NpH MJHHe BOJHB 510 HM Hau
Ha (OTO3JIeKTPOKOJIODHMETPEe B auanas3oHe AJHH BoJax oT 480 no
530 HM.

42 AnnapaTtypa, peakKTHBH H PAacTBODH

CrekTpooToMeTp HJIH (OTO3JIEKTPOKOJOPUMETP.

Kucisiora asotnad no TOCT 4461 1 pactsop 1:2

Kucaora ¢ropucroBogoposnas no TOCT 10484.

Kucaora cepras no TOCT 4204, pactsop 1:1.

Kucnora coasinas no OCT 3118, pacrsop 1:1.

Ammnak poansiit no FOCT 3760, pacrsopst 1:1 1 1:100.

Awmmonuit xaopucrteiii no FOCT 3773 pactBop 200 r/am3,

‘Amomunnii Metannueckuii no FOCT 11069.

Keacusl amomokasnuessie no 'OCT 4329, pacrtBop 50 r/am nau
pacTBop amioMHHHA: 0,25 r aJIOMHHHS PacTBOPAIOT NPH HarpeBaHHH
B 10 cM® pacTBOpa cosiHO# KHCaOTH, RoGaBasior 20—30 cm3 ropsiueit
BOJbI, IepPEeMELIHBAIOT, 3aTEM PACTBOpP OXJaXKAaIOT, NEPEHOCAT B Mep-
HYI0 K010y BMecTHMOCTbio 100 cM3, ROIMBAIOT A0 METKM BOJOH H nepe-
MeLIMBAIOT.

TuppokcunaMun conano-kucawit no F'OCT 5456, pactBop 250 r/am?,

1,10-deHanTpO/IHH, CBeXETPUroTOBJEHHb pacTBop 2,5 r/amd,

Hartpu#i ykcycuokucanii mo T'OCT 199, pactsop 500 r/am3,

Bymara nsiHKaTopHas yHHBepcalbHas.
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JKeneso meranauueckoe.

CraHfapTHble pacTBOpLI Kesne3a

Pacreop A: 0,1000 r xenesa pacTBopsaOT npu HarpeBanuu B 30 cM3
COJITHOH KHCJOTH. PacTBop 0X/aXAaloT, MepeHocsT B MEpPHYIO KOJaGY
BMecTUMOCTbIO 1 AM3, NOJHBalOT BOJAOH N0 METKH M MNEPEMElIHBAIOT.
MaccoBasi KOHUEHTpalus xkeJje3a B pacTBope A pasua 0,0001 r/cmd,

PacrBop B: 10,0 cm? pacTBopa A moMeraioT B MepHyI0 KoaGy BMe-
ctuMoctbio 100 cM®, nonMBaOT BOAON A0 METKH W mepeMelnuBaior. [o-
TOBSIT Mepej NPHMEHEHHEM.

MaccoBasi  KOHLEHTpalus Kejaesa B  pactBope B paBua
0,00001 r/cm®.

43 MpoBeneHue aHaaH3a

4.3.1 HaBecky npo6ul, oTo6panHyio B cooTBeTcTBHH ¢ Tabauuel 1,
MOMElAloT B NJIATHHOBYIO WJM CTEKJOYTJIEPOAHCTYIO YalIKy, CMayHBa-
10T Bomo#, npubasasior 30 cM® pacTBopa a3oTHOH KHcJaOTH, 10 cMm3
GTOpHCTOBOAOPOAHOH KHCAOTH 1 10 cM3 pacTBOpa CepHOH KHCJOTHI.
Harpepalor ¥ BHIApUBAIOT COAEPKUMOE UYALIKH A0 BHIJEJNEHHS MapoB
cCepHOil KHcsoThl. Tlocae oxaaxaeHuss ‘npubasasior 10 cm® consHol
KHCJIOTHI, COJIH PACTBOPSIOT NPH HarpeBaHWW W npuauBaoT 50—70 cm3
BOAbI. 3aTeM COLEPKUMOE YalllK¥ IePeHOCST B CTaKaH BMECTHMOCTBIO
300 cm®, npuauBalor 10 cM® pacTBOpa aJIOMOKAJHEBHX KBAaCUOB (HJH
10 cM3 pacTBopa aatomuHus), 20 cM® pacTBOpa XJOPHCTOrO aMMOHMS,
HarpeBaloT 10 KHAEHHS H 0CaX<1aloT THAPOKCHAB DPAacTBOPDOM aMMHa-
Ka (1:1), npubasass ero 1o pH=>5—6 (KOHTpOJbL MO yHHBepCaJbHOH
HHAMKAaTOpHON 6GyMmare). 3aTeM pacTBOp HATPEBAlOT 10 KHIIEHHs, Ha-
10T OcaJKy OTCTOSATbCS B TeueHHe 3—5 MHH H OTQHJIbTPOBHBAIOT OCa-
JOK Ha ¢uabTp cpexnHell niaotHoctH. CrakaH M 0callok Ha (HABTpe
npomeiBaloT 5—6 pas ropsuum pacTBopom amMuaka (1:100) u cmbi-
BaIOT OCaJ0K BOJOH B CTaKaH, B KOTOPOM NPOBOIHJOCH OCaXKJeHHe.
Ocratox ocajlka Ha ¢uabTpe pactBopsior B 20 cMm?® ropsisero pacTso-
pa COJIAAHON KHCJOTB H NPOMBIBAIOT (QHUALTP 5—O6 pa3 ropsiyeli BoAOH,
¢cobupasi QUIABTPAT W NMPOMBIBHbiE BOAbI B TOT e crakaH. Coxepixu-
Moe CTaKaHa KHIATAT, BhapHBaloT a0 obbema 50—60 cm3, oxJax-
Jal0T, EPEHOCAT B MEPHYIO KOJIGY BMECTHMOCTbIO, YKa3aHHOH B Tabau-
ue I, nosHBaloT 10 MeTKH BOROH H nepemewnsaior. PacTBop QuabTpY-
10T yepe3 cyXoii QuibTp B Koaby, or6paceiBasi nepBbie NOPUHH DHIBT-
para.

B crakan BMectHMocTbio 100 cM® nomelaloT aJHKBOTHYIO 4YacTb
pacTtBopa, pasHywo 5,0 cm3, npuauBalot 10 cm® Boan, 5 cM? pacTBOpa
COJIIHO-KHCJIOPO THAPOKCHJAAMHHa u ycraHasnuBaloT pH pacrsopa
5,0—5,5 (mo yHuBepcaabHO# MHAMKATOPHON Gymare) pacTBOPOM VK-
cycHo-kucgoro Harpus. 3atem npuausaior 10,0 cm3.pactsopa 1,10-
(eHaHTPOIHHA H COJAEPKHMOE CTaKaHa IEPeHOCAT B MEpHYI0 KoJxGy

3
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Ta6aunpa 1

MaccoBas nqgilﬂ xKejesa,

Macca HaBecKH

O8+bem MepHO#t

npobsl, T Koa6bl, CcM3
Ot 0,10 no 0,25 skaiou 0,5 100
Cs. 0,25 » 0,50 » 0,5 200
» 050 » 10 » 0,25 200
» 1,0 » 20 » 0,2 250
» 20 » 3,5 » 0,1 250

BMecTuMocTbio 100 cM3, 10MBAOT 10 METKH BOAOH M NEpEMeLIHBalOT.
Yepes 30*MHH U3MepsIOT ONTHYECKYIO NJOTHOCTb PAaCTBOPA Ha CHEKTPO-
doromerpe NpH AnuHe BoAHH 510 HM HJIH (HOTO3JEKTPOKOJOPUMETPE
B AuanasoHe AJMUH BoJH oT 480 go 530 mM. B kauecTBe pacTBopa
CpaBHeHHS NMPHMEHSIOT Boay. Maccy xkese3a HaxoadaT IO TPaiyupo-
BOYHOMY rpadHKy 1ocJie BEIYHTAHHA 3HAauYeHHS ONTHUECKOH NJIOTHOCTH
pacTBopa KOHTPOJILHOTO ONbITAa M3 3HAYEHHS ONTHYECKOH MJOTHOCTH
pactBopa npoOHI.

4.3.2 Hocrpoerue 2padyuposounozo epadura

B mects cTakanos BMecTHMOcThi0 100 cM3 nomemalor 2,0; 3,0; 4,0;
5,0; 6,0 u 8,0 cM® crampapTHOro pactBopa B, uTO COOTBETCTByeT
0,00002; 0,00003; 0,00004; 0,00005; 0,00006 u 0,00008 r xexnesa. B
ceJbMOH CTAaKaH CTaHAApPTHHIH PacTBOpP XKeJsie3a He BBOAAT. B kaxawli
CTaKaH NPUAHBAIOT no 25 cM® Boaw, 5 cM® pacTBOpa CONSTHOKMCJIOLQ
THAPOKCHJIAMHHA ¥ PacTBOPOM YKCYCHO-KHCJIOrO HaTpusi poBopaTt pH
pactBopa po 5,0—5,5. 3atem npuansaior 10,0 cm® pactBopa 1,10-¢e-
HAHTPOJINHA H Jallee aHAJIM3 NPOBOAAT, Kak yka3aHo B 4.3.1. Pacrso-
pOM CpaBHEHHS CJYXHT PacTBOp, He COjepXKalldii CTaHAapTHOTO
pacTBopa »xenesa. ITo nmonyueHHBIM 3HAUEHHSIM ONTHYECKHX IJIOTHOC-
Teil © COOTBETCTBYIOHMIMM UM MaccaM Kejie3a CTPOAT IPajyUpOBOUHBIH
rpaduxk.

44 O6paboTKa pe3ynbTaToB

4.4.1 Maccosyio nono xkenesa (X), %, BHUHCASIOT N0 (opMye

m
X=-21.100, (1)

rae m;—mMacca xeje3a, HalijleHHasi MO TpaJyHpPOBOYHOMY rpadn-
Ky, I}
m-—wmacca  HaBeCKH, COOTBETCTBYIOIlas aJUKBOTHOH HacTH
pacTBopa npoGH!, T.

4.5 HopMbl TOYHOCTH H HOPMATHBBI KOHTPOJISE TOUHOCTH NMPHBEJEHH
B Tabanne 2.

1
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Ta6auua 2— HopMbl TOYHOCTH M HOPMATHBH KOHTPOJS TOYHOCTH

Jonyckaemple pacXoKAeHHR, %
ITorpem- | ABYX CpPeAHHX IBYX Tpex pe3yJsibTaTon
HOCTh pPe3ynbTaToB napan- napan- aHaausa
MaccoBasn aonn pea3ydib- anasn3a, JNeNbHbIX NeabHbIX CTaHAaPTHO-
Mmapraiia, % TaToB BLIIOJNHEHHHIX | onpene- onpene- ro oGpasna
aHasaM3a B Pa3JiIHuHBIX |  JjeHMH neHut M arrecToBaH-
, yenosuax d, ds HOrO 3Haye-
dg Hus 6
Or 0,1 1o 0,2 Bkawoy 0,02 0,03 0,02 0,03 0,01
Ce 02 » 0,5 » 0,04 0,04 0,04 0,04 0,02
> 0,5 » 1,0 » 0,05 0,06 0,05 0,06 0,03
» 1,0 » 20 » 0,07 0,09 0,07 0,09 0,05
» 20 » 35 » 0,11 0,14 0,11 0,14 0,07

5 @OTOMETPHYECKUN METOA C NPUMEHEHUEM
CYJIb®OCAJIMUHJIOBOA KUCJOTHI

5.1 CymHOCT, Me€TOa

Meron ocHOBaH Ha 06pa30BaHMH XKEJTOTO KOMILJIEKCHOTO CO€IHHEe-
HUf XKeJjeda ¢ cyab(dOCaJHUMAOBOH KHCJIOTOH B ILEJOYHOH cpele
(pH 8—12) u nu3MepeHHH ero ONTHYECKOH IJIOTHOCTH Ha cNEKTPodo-
TOMeTpe NpPH AJHHe BOJHE 430 HM HJH Ha (OTO3JEKTPOKOJOpHMETpe
B Juana3oHe AJHH BoJH oT 430 no 480 M.

52 AnmnapaTypa, peakKTHBB H pacTBOpH

CnekrpodoToMeTp HJIH HOTO/IEKTPOKOJOPHMETD.

Kucaora aszornast no FOCT 4461 u pacrsop 1:2.

Kucnora ¢gropucroBoaopoauas no FOCT 10484.

Kucaora cepuad nmo 'OCT 4204, pactsop I:1.

Kucaora consinast no FOCT 3118.

Kucnora cyapdocaauuunosas 2-sopnas no [OCT 4478, pactsop
100 r/pm3.

Ammuax Boausiit no F'OCT 3760 u pactsop 1:1.

F'uapoxcuaamud rugpoxqopua no 'OCT 5456, pactBop 100 r/amd.

JKene3o meraJiHyeckoe.

CranpapTHBIe pacTBOpPH KeJse3a no 4.2.

5.3 TlpoBegeHHe aHaJH3a

5.3.1 Hasecky npo6bl, 0TO6paHHYI0 B COOTBETCTBHH ¢ Tabaulilel 3,
MOMEIaloT B IJIATHHOBYIO HJIM CTEKJOYIVIEpOAHCTYIO YalIKy, CMayuBa-
10T Bogo#, npubasasior 30 cmM3 pacTBopa a3oTHOH KucJoTh, 10 cM?® dro-
PUCTOBOAOPOAHON KHCAOTH 1 10 cM3® pacTBOopa cepHOil xucaoTh. Ha-
rpeBaloT M BbHIAPHBAIOT COJEPIKHMOE HalUKH A0 BbIAEJNEHHA NapoB
cepHoii kHCaOTH. [locae oxnaxierus upu6asasior 10 cM® consHoH

5
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KHCAOTH, 50—70 cM® BOAH ¥ PacTBOPSIOT COJMH NpH HarpeBaHuH. [Toc-
Jie OXJIaXJEHIIsl cOJepHHMOoe YallKH NepeHocAT B MepHylo Koaly sMe-
CTHMOCTbBIO, YKa3aHHOM B Tabauue 3.

Ta6auua 3

MaccoBas Aosis  KeJsesa, Macca O6beM Mep- AnMKBoTHAA
HaBeCKH, HO#t KoJi6bi, |wacTh pacrBO

r cMm? pa, cm?

Or 0,1 g0 0,2 BkJrou 0,5 100 10,0

Cs 02 » 04 » 0,25 100 10,0

» 04 » 08 » 0,25 100 5,0

» 0,8 » 20 » 0,1 200 10,0

» 20 » 35 » 0,1 200 5,0

ANNKBOTHYIO YacTb pacTBOpa, B COOTBETCTBHH C TabJuueli 3, noMe-
LIal0T B MepHyi0 KoaGy BMectuMoctbio 100 cm3, npuamsaior 10 &md
pacTBopa COJISIHO-KHCJOro THAPOKCHaAaMuHa, 30 cM® pacrBOpa Cyilb-
oCcaNULIHIOBOS KHUCJOTH H HOOaBJSIOT aMMHaK A0 MOABJEHHA XKeJ-
10/1 oKpackH 1 euie B H36bITOK 5 cM®. PacTBop A0/AMBAIOT BOAOH 10
MeTKH H mnepeMellnBaioT. ONTHYECKYIO IJIOTHOCTb PacTBOpa H3Meps-
IOT Ha CIieKTpodoTOoMeTpe NpH AJHHe BOJAHB 430 HM uau (POTO3IEKT-
POKOJNIODHMETpe B AHama3oHe AJuH BeJH oT 430 no 480 M. B KauecT-
Be PacTBOpa CpPaBHEHHS NPHMEHSAIOT BOAY.

Maccy xese3a HaXOASIT MO FPajyHPOBOYHOMY rpadHKy nocie Bbl-
YUTAHHA 3HAYEHHS ONTHYECKOH IJOTHOCTH DacTBOpa KOHTPOJIBHOrO
ONbiTa H3 3HaUYeHHs! ONTHYECKOH IJIOTHOCTH pacTBOpa npoOHhl.

5 3.2 ITocTpoerue epadyuposounoeo epagpuxa

B nate MepHbIX KoJO BMecTHMOcThio 100 cm® nomemalwot 2,5; 5,0;
7,5; 10,0 u 12,5 cM® cranpgaptHoro pacteopa DB, UYTO cOOTBeTCTBYyeT
0,000025; 0,00005; 0,000075; 0,00010 u 0,000125 r xene3a. B wmecroit
CTaKaH CTaHAAPTHHIH PACTBOP KeJse3a He BBOAAT.

B kaxnayto xonby npuausawoT no 10 cm® pacTBopa COMAHO-KHCJIONO
FHAPOKCHIAMUHE, TIepeMEIlHBaIOT U JaJjlee aHaJH3 NMPOBOJAT, KaK yKa-
3aHo B 5.3.1.

PacTBOpOM cpaBHEHHs CJOYXHT pacTBOp, HE COAepKallHil cTaH-
JAapTHOrO pacTBOpA XKeJje3a.

ITo mosnyueHHBIM 3HAYEHHAM ONTHYECKHX MJIOTHOCTEH M COOTBETCT-
BYIOLIHM UM MaccaM xKeJjie3a CTpoAT IpalyHpPOBOYHRIH rpaduk.

54 O6paboTKa pe3yabTaToB

5.4.1 MaccoByw joJiio xeje3a (X) B IPOUCHTAX BHIYHCJAIOT, Kak
ykasaHo B 4.4.1.

54.2 HopMpl TOYHOCTH M HOPMAaTHBLI LOHTPOJISI 10YHOCTH OMNpese-
JIEHHS MaccoBO# JOJH XkeJe3a NpUBeJeHb B TabanLe 2.

5
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6 ATOMHO-ABCOPBLLIHOHHBIN METOL

6.1 CymHocTbh METOAA

MeToa OCHOBaH Ha H3MepEHHH aTOMHOH abcopbuuy keJjesa B nJa-
MEeHH BO3AyX-aleTHJNEH NpH IJuHe BoJHbl 248,4 uM. HaBecky npoGul
NpeaBapHTENbHO PAaCTBOPAIOT B CMECH KHCJIOT.

6.2 AnnapaTypa, pCakTHBH U PacTBOPH

ATOMHO-a6COPOLUHOHHBIN CIIEKTPOMETP CO BCEMH HPHHAAJEKHOCTS-
MH.

Kucnora azoruas no FOCT 4461 u pacreopet 1:1 1 1:2.

Kuciora consnas no FOCT 3118.

Kucnota cepras no FTOCT 4204, pactsop 1:1.

Kucaora dpropucroBonopoanas no F'OCT 10484.

Kaauit asotno-kucasntit no FOCT 4144, pacreop 100 r/amd.

Hatpuit asorucro-kucanii no FTOCT 4197, pactsop 100 r/am3.

MapraHnen MeTaJIHYECKMI 3JIEKTPOJHTHYECKHI MJIH  Maprasel
xJopHcThiii 4-x Boaunii no F'OCT 612.

PacrBop mapranuma 20 r/am3: 10 r MeTajsnueckoro MapraHua
pactBopstioT B 50 cM® pacTBopa asorHo# kHchaoTul (1:1) mpu Harpesa-
HVH, 3aT€M PacTBOP KHOATAT A0 yAaJieHHs] OKCHAOB a3oTa. OxjaxkieH-
HBIl PAacTBOP MEPEHOCAT B MepHYyI0 KoJby BMecTHMocThio 500 cm3, fo-
JUBAIOT BOLOH J0 MeTKH M nepeMeiinsaoor. Win:

36,0 r xsopuga Mapranua pactsopsifot B 50 ¢cm® Bogsl u 20 cm? co-
JSTHOM KHCJOTH 11pu HarpeBanun. OxJaXK[eHHbI# pPacTBOP NepeHOCHT B
MepHylo kosiby BMecTHMOocThio 500 cM®, A0aHBaioT BOAOH A0 METKH H
1IepeMeIHBaloT.

HKeneso merannuueckoe,

CraHpapTHble PacTBOPH XKesie3a -

PactBop A: 0,5000 r xenesza pactBopsioT B 20 cM® coasiHOM KiHC-
JIOTHI, OKHCJISIIOT a30THOH KHCJOTOH, KHNATAT A0 yAaJeHHs OKCHAOB
aszora. OxJlaXJIeHHbl PacTBOp INEPEHOCAT B MEpHYyK KoJa0y BMeCTH-
MocTbio 500 cM3, 10JMBAIOT KO METKH BOJOH M MepeMell’BaloT.

MaccoBasi KOHUEHTpauHs xKejae3a B pactBope A pasHa 0,001 r/cmd.

PactBop B: 10,0 cM® pactBopa A momemialor B MepHYIO KoaGy
BMecTHMOCTbI0 100 cM3, JO/IMBAIOT 10 METKH H NepEeMELIHBAIOT.

MaccoBasi KOHlIEHTpauusi  iKejesa B  pacTBope DB papHa
0,0001 r/cm3,

6.3 IlpoBeneHHe arRaJau3a

6.3.1 HaBecky npo6bl, 0TO6paHHYIO B COOTBETCTBUHM ¢ Tabuuueil 4,
NOMEILAI0T B CTaKaH BMeCTUMOCTHIO 250 cM3, cmaunBaloT BOAOH, npH-
auBaipTr 10 cM® pacTBopa asotHOH KHCJOTH 1:2, 5 cM? consiHOiM KHCJIO-
Tl ¥ HArpeBalT A0 NOJHOrO PacTBOPEHHs HaBeCKH. PacTBOp KHAATAT
A0 ylaneHust OKCHAOB a3oTa. OxaaxieHHbI pacTBOp NEepPeHOCAT B
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Tab6auua 4
Macca xe- O6bem
MaccoBasa AoAas Macca Ha- | ne3a B aro CraHpapt- Craniapruo
Keneaa, % BeCKH MH3HpYyeMoM | Hmit pacTtsop ) ro pactsopa,
npodsl, T pacrBope, wmr cm?®
Or 0,1 10 0,5 BkJlow 0,5 0,5—2,5 b 5—25
Cs 05 » 35 » 0,2 1—7 A 1—7

MepHyo k0a6y BMectumocTbio 100 cM?, AOAUBAOT BOAOH A0 METKH W
nepeMeIIuBaloT,

Uau:

HaBecky npo6bl, oTo6paHHYI0 B COOTBETCTBHM C Tabauue#i 4, no-
MewawT Bo (TOPONNAcTOBHE CTakaH BMecTuMocTbio 100 cm® wau
CTEKJIOYIJIEpOAHCTYIO 4allKy, CMayHBaloT Bopo#i u npuauBant 10 cm?
pacTBopa a30THOM KHCJOTH 1:2, 3aTeM npHausaioT 5 cM® GTOPHCTOBO-
A0POAHOH KHCNOTH, 10 cM® pacTBOpa CePHON KHUCJIOTH M BHIIAPHBAIOT
[0 BHIENEHHS] NapoB cepHOH KHCJOTH. COJM pacTBOPSIOT NPH Harpe-
nanuu B 30 ¢M3 Boab. B cayuae NMOSBJEHHS OKpacKH OKHCJIEHHOrO
Maprania, J06aB/AKT HECKOJbKO KaNelb pacTBOPa HHUTpaTa KaJjus
WKW HATPHA ¥ KHNATHT PACTBOP AJA YAAJCHUHN OKCUAOB a3ota. OX-
JIaXX/IeHHbIi PacTBOP MEPEHOCAT B MEPHYI0 Koja0y BMeCTHMOCTLIO
100 cM®, nonuBaOT BOAOH A0 METKH H NEPEMENIHBAIOT.

6.3.2 B pacTeopax, NpHroTOBJEHHLIX N0 6.3.1, U3MepPSIOT aTOMHYIO
abcopbuuio xenesa. Hamepenus NpoBOASAT NOCAENOBATENBLHO B PACTBO-
pax KOHTPOJILHOTO OMbITa, aHAJHU3HPYEMBIX NP06, CTAHAAPTHHIX PACTBO-
pax Ljsi MOCTPOEHHSI MPajiyHPOBOYHOTrO rpauka, pacTBOpax CTaHAap-
THOro ofpasua npu AJuHe BOJHb 248,4 HM B nJaMeHH BO3AYX-aUeTH-
JIeH.

Iocsie BBIYHTaHHS 3HauyeHHs aGCOPGUMH PacTBOPAa KOHTPOJNBHOrO
oneiTa W3 3Ha4YeHHst aGcopOUMU PacTBOpa MPoGb MACCOBYIO H0JIO XKe-
Jle3a HaXOAAT METOAOM IpafyHPOBOYHOrO rpaduka MIH METOLOM CPaB-
HEHHS cO CTaHLapTHLIM 06pa3LOM HJIH METOLOM 106aBOK.

63.2.1 Tlpu npuvMenenun Meroga rpafiyHpoBOUHOrO rpaduka B KO-
HAYecKHe koJbbl BMecTHMOCTbIO 100 cM® noMew alOT cTaHaapTHBIHA
pacTBOp JKeJje3a, B COOTBETCTBHH ¢ TabuaHlel 4. B oiHy koJ6y CTaH-
AaPTHBI pacTBOp He nomemalT. PactBop 31oif KOJIGB CAYKHT KOHT-
POJIBHBHIM ONBITOM. Bo Bce KomGbl MPU/AHBAIOT PacTBOP MapraHua B
KOJIMYECTBE, CONTBETCTBYIOIIEM €ro cojepXanuio B npobe, 10 cm?
pactBopa a3oTHOH kHcyoThl (1:2), 5 cm® comsnolt kucaors uau 10 cm3
ge{x}c?}ao%ascz\epﬂoﬁ KHCJIOTH W Jajiee NpOBOANT aHa/H3, KaK yKa3aHo B

2.1 H D.0.4.

&
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I'pagyupoBousbiii rpaduk CTPOST NO pesyjbraTaM, NOJAYYEHHBIM
nocse BBIYHTAHHS 3HaueHusi abcopOuuM pacTBOPa, HE COAEPIKAULEro
CTaHLApPTHBI{ PACTBOP Kese3a, M3 3HaAueHHH aGcopOuuMH PacTBOPOB,
colepxKalux CTaHLapTHBII PacTBOP, H COOTBETCTBYIOLWIHM HM MaccaM
XKesesa.

6.3.2.2 Ilpn npuMeHeHHH MeTOa CpPaBHEHHs CO CTaHZAapPTHHIM 06-
pa3HoM HaBecKy npo6bl NMPOBOAAT Yepe3 BCe CTaJAHH aHaJH3a, Kak
yKa3aHo B 6.3.1 u 6.3.2.

6.3.2.3 Tlpu npuMeHennu Metona 106aBOK K HaBecke NpoGul 106aB-
JIIOT TaKoe KOJHYeCTBO CTaHIApTHOIO pacTBOpa eJse3a, 4ToGbl 3Ha-
yeHne aGcop6uyu pactBopa npobbnl ¢ poGaBjeHHEM CTaHIapTHOTO
pacTBopa cOCTaBJsAJO He GoJee ABYKPAaTHOrO 3HayeHHst aGcopOuum
pacTBopa Npobnl ¥ HAXOAHJIOCh B JMHCHHOM AuMana3oHe IpPajydpoBou-
Horo rpaduxa, gajee aHaaH3 nposBoadar no 6.3.1 u 6.3.2.

6.4 O6paboTKa pe3yabTaToOB

6.4.1 MaccoByio poaw xenesa X;, %, onpegensieMyild MeTOJOM
rpafyHpoOBOYHOrO rpaduKa, BEIUHCISAIOT O popMyte

X1= 21 'loot (2)

rge m;— Macca Keje3a, HaliileHHas MO TPagyHPOBOUHOMY rpadu-
Ky, I
m — macca HaBeckH npobsl, r.
6.4.2 MaccoByio oo xkenesa Xy, %, onpemenseMyio MeTozoM
cpaBHeHH, BRIUHCIAIOT N0 QopMyJe

A (D—D,)
Xa==5p,1 @

-~

rae A — aTTecToBaHHOE 3HA4YeHME MacCOBOH AOJM XKeJie3a B cCTaHAzap-
THOM o6pasue, %;
D — 3nauenue aToMHOH aGcopOuuu pacTBopa npobwl;
D, — 3HaueHne aTOMHOK aGcop6LUHH pacTBOpa  KOHTPOJBHOrO
OMEITA;
D; — 3HayeHue aTOMHOH a6CcopOUHH pacTBOpa CTaHZapTHOro 06-
pasua.
6.4.3 MaccoBylo noJio xeneza Xs, Y, onpenenseMylo MeToaoM J0-
6aBOK, BHIYHCJAAIOT 1O PopMyJe
_ .my(D—D,
Xa_ml.loo, (4)
rae ms~— Macca xeqesa, fo6aBieHHas K HaBecKe npoGw, T
D — 3naueHue aToMHON aGcopGuHH pacTBOpa MpoGul Ges A06as-
JIEHHA CTAaHJapTHOrO pacTBoOpa,
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D, — 3nauenne atoMHOH ab6cop6uHH DacTBOpa KOHTPOJILHOTO
OMEITa;

Dj; — 3Hayenne aToMHOi abcopbuuu pactBopa npo6ul ¢ po6GasJe-
HHEM CTaHJapTHOTO Pac1Bopa;

m — Macca HaBeCKH npoosl, T.

6.4.4 HopMbl TOYHOCTH M HODMAaTHBbl KOHTPOJS TOYHOCTH Ompeje-
JIeHUs] MacCOBO# JOJIM KeJle3a NPHBEAEHb B Tabanie 2.

7 TATPUMETPHYECKHN METOL

7.1 CymwHocTbr MeTOLa

MeToJ OCHOBaH Ha BOCCTAHOBJEHHH TPEXBAJEHTHOTrO KeJje3a
pPAacTBOPOM [BYXJODHCTOrO O0JIOBa C MOCJEAYIOUWMM THTPOBaHHEM
IBYXBAaJIEHTHOrO 2KeJse3a ABYXPOMOBOKHCJBIM KaJHeM ¢ HHAHKAaTOPOM
JAHbeHnTaMHHOCYIbMOHATOM HATPHS.

72 PeakTHBL W PAacTBOPH

Kucaora asorHas no 'OCT 4461, pactsop 1:2.

Kucaora dropucrosopopoanas no FOCT 10484.

Kucaora conaunast no TOCT 3118.

Kucaora oprodocdopras no FOCT 6552.

Kucaora ceprasi no TOCT 4204, pactsop 1:1.

CwMech KucJoT: K 750 cM® X0/MOAHO! BOABI OCTOPOXHO A0GABJSIOT
250 cM® cepHO}i KHCJOTH M TOCJIE OXJaXIeHHs pPacTBOpa NPHJAHBAIOT
50 cm® pochopHOi KHCAOTHI.

Qui0B0 AByxJIOpHCTOE 2-BoAHOe, pacTBop 100 r/am3: 10 r gByxJo0-
pHCTOrO 0J0Ba pacTBopsifoT B 20 ¢M3 COMSIHOH KHCJOTH M LOBOAST BO-
Jo# 1o o6bvema 100 cm3.

Ptytbh nByxJopHcTas, pactBop 50 r/amd.

JudennnamMu-4 — cyabQOKHCAOTE HaTpHeBas CoOJb (AH(eEHHJ-
aMHHOCYAbGOHAT HATPUA), HHAMKATOD, pacTBop 5 r/amd.

Mapranen xaopucthiii 4-x BoaHsi# mo 'OCT 612.

PactBop mapranua 20 r/gm3: 36 r xJopuaa MapraHua pacTBOPSIOT
B 50 cM® Boabl M 20 cM® conAHOM KHCJOTH NpH HarpeBaHHH. OxJsax-
JeHHBIl PacTBOp TIepeHOCAT B MepHYI0 KoaGy BMecTHMocTbio 500 cm3,
JAOJHUBAIOT BOILOﬁ A0 METKH U NIcpeMelluBaloT.

JKestezo mMeTannnyeckoe.

CraHAapTHHIN pacTBOp KeJesa.

Pactsop A: 0,5000 r sxesesa pactBopsiior B 20 cM® consiHOM Rucso-
THI, OKMCJISHOT a30THOH KHCJ/IOTOH, KHMATAT A0 yAaJIeHHs] OKCHAOB a30-
Ta. Ox/1a¥KneHHBI PacTBOp, NEPEHOCAT B MEPHYIO KOJOY BMECTHMO-
ctbio 500 cM3, monMBAIOT O METKH BOZOH H MepeMelBaIoT.

MaccoBas koHUeHTpalus XKeJe3a B pacTBope A pasua 0,001 r/cm3,

Kanuit aByxpomoBo-kucasiift mo I'OCT 4220, mepekpucra/iiiH3oBaH-
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fimdi: 100 r nByxpoMoBo-KHciOTO Kajus pactsopsiot B 150 cm® BoAb H
HarpeBaioT 10 KHNeHHs. DHeprHYHO NepeMellHBast, PacTBOP BBHIIHBAIOT
TOHKOJi cTpyeit B hapdopoByo yauiky. OxsaXAaloT pacTBop JeAsHOH
BOJOH H BLITABIUHE KPHCTAJJIb OTQUIBTPOBHIBAIOT C OTCACHIBAHHEM Ha
BOpPOHKe ¢ MOPHCTON CTEKASAHHOH N/acTHHKOM, cymwar 2—3 4 npH
100—105°C, pacTHpaioT B NOPOWIOK H OKOHYATEJbHO BHICYIIHBAIOT NPH
160—180°C B Teuerne 10—12 u.

Kanuit  AByXpOMOBO-KHCJbIH, pactBop ¢ (!/eKsCro07) =
=0,025 Moab/am3: 1,23 r kajausi NBYXPOMOBO-KHCJOro (mepexpucTas-
JIH30BAHHOTO) pPacTBOPSIIOT B BOJe B MepHOH Kojbe BMECTHMOCTBIO
1 am3, 1OJNHBAIOT BOJAOH N0 METKH H nepeMeLIHBaIoT.

MaccoByl0 KOHLEHTPALHIO PAacTBOpPa ABYXPOMOBO-KHCJOrO KaJsus
yCTaHaBJIHBAIOT [0 CTaHJapTHOMYy 06pa3lly MapraHiia MeTaJJIHYecKo-
ro, NPOBEJEHHOMY Yepe3 BCe CTaAHM aHa/lH3a, HJM N0 CTAaHAAPTHOMY
pacTBopy KeJe3a, MPOBeJeHHOMY Yepe3 Bce CTaJHM aHaau3a ¢ f06aB-
JIEHHEM DPacTBOPa XJOPHCTOro MapraHua. KoJauuecTBo no6aBJisseMoro
XKejge3a M MapraHua npuGU3HTENBHO NOJMKHO COOTBETCTBOBATH CO-
LeprKaHHIO XKeJjle3a H MapraHua B aHaJH3HPYeMo# npobe.

MaccoBy0 KOHUEHTpalUHI0 PacTBOpa JABYXPOMOBO-KHCJIOTO KaJHs
¢, r/cM3 KeJse3a, BHUHCJAAIOT N0 ¢popMyJie

'V
=Y, (5)
FA@ C;—MaccoBasi KOHIEHTPaIMs CTaHJAPTHOrO pacTBOpa KeJje3sa,
r/cm3;
V — o6beM CTaHIapTHOrO pacTBOpa KeJje3a, B3ATHIH AJIS THTPO-
BaHud, cM3;

V) —o6beM pacTBOpa ABYXPOMOBO-KHCJOLO Ka/jufl, H3Pacxojo-
BaHHbBIH Ha THTPOBaHHe, CM3,

73 llpoBegeHue aHaau3a

7.3.1 HaBecky npo6ot  Maccoit 1,0000 r moMemaioT B CTeKJOYrJe-
POIMCTYIO YalKy, CMauyuMBaloT BOAo#H, npuGaBasiior 30 cM® pacrtBopa
a30THOH KHcJOTH, 10 cM® dTopHCTOBOAOpOAHOH KucAOTH H 10 cM®
pacTBopa cepHOil KHCJAOTH. HarpeBaloT M BHINApHBAIOT COAEPAKHMOE
YallKH [0 BBUAEJEHHS NapoB cepHOH KHCJOTH. Ilociie ‘0XJMaxaeHus
npu6asasior 10 cM® congnoii kucaors, 15—20 cm® ropsiueli BOAHI,
PacTBOPSAIOT COJIM NPH HarpeBaHHH H IEPEHOCAT B KOHHYECKYIO KOJAGY
BMecTHMOCTbiI0O 500 cM3. HarpeBaior pactBop no 70—80°C, mpuausa-
10T PacTBOP XJIOPHCTOrO 0/I10Ba NO KanAsM [0 o6ecuBeYHBaHHS H
1—2 xanau B H3GHITOK. K oGecuBeueHHOMY pacTBOPY IPHJHBAIOT
5 cM® pacTBOpa ABYXJIOpHCTO# PTYTH, 150 cM® BOAB B pacTBOp OXJax-
npalot. Ilocae oxJaxAeHUus K pacTBOpy npubasJasiior 25 cM® cMecH Kuc-
not, 8—10 kameab pacTBopa AHdeHHJIaMHHOCYJbQOHAaTa HATPHA H
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TUTPYIOT PacTBOPOM IBYXPOMOBO-KHCJOFO KaJHS LO Nepexoja OKpac-
KH PacTBOpa U3 3eJIeHOH B (DHOJETOBYIO,

74 O6paboTKa pe3ynbTaToOB
7.4.1 MaccoBylo oo ¥kedqe3da Xy Y%, BRIUHCASIOT N0 opMy.JIe

K= -2Va) 1, (6)

rjie ¢-—MaccoBas KOHUEHTpalHa pacTBOPa ABYXPOMOBO-KHCJOI'O Ka-
JMsl, BoipaxeHHas B r/cM? xenesa;
Vy— o6bem pacTBOpa ABYXPOMOBO-KHCJOIO Kajusl, H3pacXOXOBaH-
Hblll Ha THTpOBaHHe pacTBopa npobsl, cM3;
Vs —o0bbem pacTBOpa ABYXPOMOBO-KHCJIOIO KaJiusl, H3pacXOLOBaH-
Hblil Ha THTPOBaHHE DacTBOPa KOHTPOJBHOIO ONBITa, CM3;
m — Mmacca HaBeCKH Npobwl, I.

YAK 669.74:006.354 B19 OKCTY 0809

KioueBble cjoBa: MapraHen MeTa/JIMYecKHi, MapraHell a3oTH-
pOBaHHBI, anmapaTypa, peakTHBHI, PacTBOPH, METOJ ONpeleseHHs

Penakrop T. 5. Hemaurosa
Texunueckuii peaakrop B. H. [Tpycaxosa
Koppektop A. C. Yeproycosu

CnaHo B HaGop 27 1294 Tlosn. B neyartb 140295, VYca, ned, o, 0,93. Ve, Kp. orr. 0,93,
Yu.-u3x n 0,81, Tup 441 sxa. C 2106.
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