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Hacrosumuii ctanfapt ycraHaBJHBaeT THTPHMETPHYECKHH H aTOM-
HO-a06COpOUUOHHEI MeTOAB ONpefesieHUsi XpoMa (NmpH MmaccoBod Aone
apoma ot 8 no 119%) B HuKesneBnix cmaaBax no [OCT 492

1 OBLIHE TPEBOBAHMUS

O6wue TpeGosanus k MerojaMm awanuza —no [OCT 25086 c
npononxennem no paszx 1 TOCT 6689 1

2. THATPUMETPHYECKHA METOA ONPEJEJEHHSA XPOMA

21 CymHocThr MeTOXa

Meton ocHoBaH Ha okucienuu xpowma (III) mo xpoma (IV) naa-
CEPHOKUCJAbIM aMMOHHEM B CEPHOKHCJION cpele B NPUCYTCTBHH a30THO-
KHCJIOro cepefpa B KauecTBe KaTa/jM3aTopa, BOCCTAHOBJEHHH XpoMa
(IV) ciannaptHeiM pacTBOpoM codH Mopa H onpeleneHuH H36GHITKA
xKenesa (I1)  noTeHHHOMETPHUECKHM  TUTPOBAHWEM  PacTBOPOM
ABYXPOMOBOKHCJIOTO KaJiMsl WM TUTPOBAHHEM PacTBOPOM MapraHuOBO-
KHCJIOFO KaJiisi ¢ BH3yaJbHOH HHAMKallHe#l KOHILA THTPOBAHHSA

22 Anmaparypa, peaKTHBH H pPacTBOpH

IMorenunomerp JIIIM 60M, pH-340 wmu mo6ofi npuGop Toro xe
Kaacca

Auaekrpoa maaruxossiit ITITI-OTM

DJEeKTPOA CPaBHEHHS PTYTHO-CYJAbQaTHBIH

Kucnora asotnas no 'OCT 4461

Kucaora constnast mo FT'OCT 3118

H3anauune oduunansHoe
© HspareanctBo crangaprtos, 1992

Hacrosuinii cTanpaptT He MOXKeET ObiTb NOJHOCTHIO HMJH YACTHYHO BOCNPOH3BEAEH,
THPAXKKPOBaH M pacnpocTpaned Ge3a paspemenus loccranpapra Poccnn
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CMmechb KHCJIOT AJisi PACTBOPEHHS: CMEUIMBAIOT OAHY YacTb as0T-
HO¥ KHCJIOTBI C TPEMs YACTSIMH COJSHOH KHCJOTHI

Kucnora cepnas no T'OCT 4204, pas6aBnernast 1:1 u 1:9.

Kucnora magesesast mo 'OCT 22180, pactBop 10 r/am®.

Cepebpo asornokucgoe mo I'OCT 1277, pacrBop 5 r/am?

Harpuit masenesokucasit no TOCT 5839

Hartpui xnopucreiii mo 'OCT 4233, pacrsop 50 r/amd.

Ammonuii Hanceproxkucani mo 'OCT 20478, pacrsop 250 r/am*.

Coab 3aKuCd xKejesa M aMMOHMsI ABOMHAs CepHOKUCAAs (CO.b
Mopa) no I'OCT 4208, 0,1 mosn/nm?® pactBop: 39,21 coan Mopa pacrt-
BODPSAIOT B HeGosablioM oOGbeMe cepHOi kucaoTH (1:9), mepeBoasiT
pacTBop B MepHyI Koaby BMecTHMocThio 1000 cm?3, noamBalot jo
METKH TOH 3Ke KHCJOTOH.

Kaauit gByxpomosoxkucasii mo 'OCT 4220, 0,02 moab/am® pacr-
BOD: TrOTOBAT U3 ¢uKcaHasa uian 4,9037 r ABYXpOMOBOKHCJOTO KaJus,
BeICylleHHoro npu 140°C, pacrBOpsloT B BOJE, PacTBOP MEPEHOCHT B
MepHylo KoJa6y Bmectumoctbio 1000 cM® ¥ J0JHBAIOT IO METKH BOJOH.

1 cm® pacteopa cogepxur 0,001734 r xpoma

Kanuit mapranuookucas no 'OCT 20490, 0,02 mosab/am® pacr-
BOp: rOoTOBAT M3 (HKcaHasa uaM 3,2 T MapraHUOBOKHCJOTO  KaJius
pacTeopsiloT B crakaHe BMecTHMOCThiO 500 cM3 B 250 cMm® npokunsiuen-
HOM M OXJaXKAEHHOH BOJBI, AAIOT OTCTOSATHLCS U CJAMBAIOT AeKaHTauue#
B K016y BMecTHMOCTbI0 1000 cM3. B crakan cnoBa po6asasior 250 cm3
BOJbI, XOPOLIO MEepeMellHuBalOT, AAI0T PACTBOPY OTCTOSATHCS H BHOBB
€ro A€KaHTHPYIOT B Ty ke KoJ6y. PacTBop B Ko16e JOJHBAIOT 4O MeT-
KH BOIOH, NEpPeHOCAT B CKJSHKY H3 TeMHOIO CTEKJa M OCTaBJSIOT Ha
7—10 nHel B reMHOM MecTe.

2.2 1 Ycranoska maccosol KoHYeHTpayuu pacTeopa Mapearnyoso
KUCN020 KAAUS

0,1 r maBeseBOKHCJIOrO HaTpHs, Bhicylrennoro mpu 100—105°C,
NOMELIAT B KOHHYECKYIO KOJ0Y BMeCTHMOCTbio 250 cMm3, H06aBasiior
100 cm? ropsiueit Boawl, 10 cm® cepHodt kucaoret (1:1) m  THTpYyIOT
pacTBOPOM MapraHLUOBOKHCJOrO KaJjus NPH NOCTOSHHOM INepeMvellH-
BaHUH [0 TMOSBJIEHHN CJ1a60-PO30BOT0 OKpaLIKBaHUA

ITonpaBounsit Kospduunent (K) auas pacTBopa MapraHIOBOKHC-
JIOTO KaJIH$l PACCUHTBHIBAIOT MO dopmyJie

K=

—m
V-0,0067002

rge m— Macca HaBeCKH I1aBeJeBOKHCJOr0 HaTpus, T;
V — o6bem pacTBopa MapraHUOBOKHCJIOTO KaJHs, H3PacxomIo-
BaHHBIH Ha THTPOBaHHe cM3
0,0067002 — TeopeTHuecKasi Macca HIaBEJEBOKHCJOrO HaTpHs, COOT-
BeTcTBytomas 1 cm3 0,02 Moas/av3 pactBopa Maprasio-
BOKHCJIOTO KaJius, T.
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MaccoBasi koHueHTpauus pacrBopa (7) MapraHIOBOKHCJOIO Ka-
JI4sl BBIYHCASETCA MO ¢opmyne

T =0,001734 K,

rie K — nonpaBoyHblii KO3 (dHUIHEHT;
0,001734 — TeoperHueckast MaccoBasi KoHueHTpauusi 0,02 mosab/am3
pacTBopa MapraHUOBOKHCJIOTO KaJjHs MO XpOMY.

23. IlpoBenenne anaausza

Hagecky cnnaBa maccoit 0,5 r nmomemaiotT B CTaKaH BMeCTHMOC-
thi0 300 cM3, nobasasiior 20—25 cM3 cMecH KHCJIOT, HAKPBIBAIOT Yaco-
BHIM CTEKJIOM, CTeKJSiHHOH WJM NJACTHKOBOH IJNACTHHKON M pPacTBO-
psior npu HarpeBaHuu. CTeKJIO HJIM IJIaCTHHKY H CTEHKH CTaKaHa
ONIOJIACKHBAIOT BOAOH, No€aBasior 30 cMm® cepHOM KHUCJOTH M ymapH-
BaIOT 10 MNOSIBNEHHS 6esoro AbiMa cepHOH KHUCJAOTH. OCTaTOK OXJax-
JaloT, ONMONACKHBAIOT CTEHKH CTaKaHa M CHOBa yNapHBAIOT 10 INOSB-
JgeHus: 6esoro geiMa cepHoil kucaoTh. OcCTaToOK oxjaXxiaawT, 106aB-
Jasptor 200 cm® BOABI, pacTBOPAIOT IPH HAaTPEBaHMHM, DPaCTBOp Tepe-
HOCSIT B KOHHYecKylo Kosa6y BMectumocTbio 500 cM®, orojacKuBaloT
cTakaH BomoM H pasbasasier 1o 300 cm3. doGasasior 10 cm® pact-
popa a3oTHOKHcJ0ro cepe6pa, 10 cm® pacTBopa HaACEPHOKHCJOrO
&MMOHHUSI U KHISITAT O NOJHOIO pa3pylleHHss H36bITKAa HaJCEPHOKHC-
JIOTO aMMOHHS (A0 NOJIHOTO NMpeKpalleHHsT BblJeJeHHs! NY3bIPbKOB KHC-
aopoja). Ecnu B cniiaBe cOAepXKHTC Mapraen, To J06aBasiioT 5 cm?
pacTBOpa XJOPHCTOrO HATPHsS M CHOBA KMOSATAT 1O OCBETJIEHHS PacT-
ropa. [Ho6GaBJsIOT TpH-UeTbIpe KalJIH pacTBOPa ILIABEJEEDH KHCJOTHI.
K oxmaxaeHHOMy pacTBOpy RO0aBJsIOT H3 OIOPETKH pPacTBOP COJIH
Mopa 1o nepexoia 3eseHolf okpacku B roay6yio u eme 10 cm3® us-
€pITKA.

H36biTok cosii Mopa THTPYIOT pacTBOPOM MapraHIOBOKHCJOTO
KaJus A0 NOSABAEHHS GaeAHO-PHOJETOBOrO OKpaliBaHUS.

[Ipy NOTEeHUHOMETPHUECKOM THTPOBAaHUH OKHCJIEHHE XpoMma i
BCe JadbHefilline onmepaluHH NpoBOAsIT B crakaHe. M36wiTok conn Mopa
THTPYIOT TOTEHUHOMETPHYECKHM pPacTBOPOM ABYXPOMOBOKHCJOIO Ka-
JUst 10 CKayKa MOTeHLHaJa.

B o6Goux cayuastx B OTTHTPOBAHHBIH pacTBOp NOGABASIIOT TOUHO
TaKoe e KOJHYUeCTBO cOoJH Mopa M CHOBa THTPYIOT pacTBOPOM
MapraHIOBOKHCJ/IOTO KaJHsl HJIH ABYXPOMOBOKHCJIOTO KaJHsl, KaK yKa-
3aHO PBILIE.

24 O6paboTka pe3yJdbTaToB
2.4.1. MaccoByio nosio xpoma (X) B npoleHTaX BBIUHCJAAIOT MO
dopmyae
X = (V=V)T-100

m
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rae V — o6beM paciBopa MapraHIOBOKHCJOIO HJH ABYXpUMUBO-
KHCIOTO KaJiMsd, 3aTpayeHHbBi B MOCJAEAHEM THTPOBAHHH
JAo6aBJeHHOro pactBopa coau Mopa, cm?;

V) — o6beM pacTBOpa MapraHLIOBOKHCJOIO HJIH JBYAPOMOBOKHC-
JIOr0 KaJIMs, 3aTPauyeHHbIHi B NMepPBOM THTPOBAHHH H3OBITKA
coii Mopa, cm®,

T — maccoBast KOHLEHTPAIUsi pac1Bopa MaprailloOBOKHCJIOro HJH
JBYXDOMOBOKHC/IOTO KaJHsi II0 XpOMy, T,

m— macca cljiaBa, T.

2.4 2 PacxoxzaeHdss pe3yJbTaToOB Tpex HNapaJ/lie/bHBIX oOnpejese-
HHH U pe3yJbTaTOB ABYX aHAJH30B He NOJKHB mpesbliath 0,12% u
0,17% cOOTBETCTBEHHO

243 KoHTpPOJMb TOYHOCTH pe3yJbTAaTOB aHaJjaH3a MPOBOAST MeTo"
nom 7100aBOK HJIH CONOCTABJEHHEV Pe3yJbTaTOB, MOJYYEHHBIX aTOMHO-
abcopOuuonnbiM MetofoM B cootBelcrsun ¢ TOCT 25086

244 TuipuverTpuyecKuit MeToj] TpPHMEHSIETCS B cJydyae pasHoO-
raacHil 8 ouelke KayecTBa HHKeJEeBBIX CIJaBOB

3. ATOMHO-ABCOPBLLIMOHHbIA METOJ ONPEAEJEHHST XPOMA

31 CymuocTh MeTo.na

Meton ocHoBaH Ha u3MepeHuu abcopbuuM cBeTa aToMaMH Xpo-
Ma, o0pasylollUMHCS NpHM BBeJAeHHH aHAJM3HPYEMOro pacTBopa B
njiaMsi aleTHJIeH-BO31yX

32 Annapatypa, pPeakKTHUBH H pPacTBOPH

ATOMHO-a6COpPOUHOHHBIH CHEKTPOMETP € MCTOYHHKOM H3JyyeHHs
A5 XpoMma

Kucnora asornas no 'OCT 4461, paz6aBnennas 1 1

Kucnora coasnas no F'OCT 3118, pasbasnennas 1.1

Kucaora ¢ropucrososoponunasi no FOCT 10484

Kucnora cepras no F'OCT 4204, pas6asnennast 1:1 u 1:4.

Xpov meraanuyeckuii no TOCT 5905

Xpowm ceprokucanit no FOCT 4472

Cranpaprtublii pactsop apova: 0,1 r xpowma pacTBOpPsSIOT HpH Ha-
rpesanui B 10 cv? coasinoft kucaote (1°1) uau 0,48 r cepHokucyoro
XpoMa pacTBopsiioT npu HarpeBaHuu B 10 cm3® ceproil Kucaors (1:4).

PactBop nepeHocAT B MepHYIO KO0y BMecTHMOCTbIO 1 am® u jo-
JIMBAIOT BOJOH 10 MeTKH

1 cm® pactBopa coaepxkut 0,0001 r xpoma

33 IlpoBelenne aHaaM3a

331 HaBecky cnsiaBa maccoit 0,1 r novelwaior B NJIaTHHOBYIO
yallky M pacTBOpsOT NpH HarpeBaHHH B 10 cv® a3oTHOH KMCJIOTHI
(1:1) u 2 cM® PTOPHCTOBOAOPOAHOH KHCIAOTH  3aTeM J06aBJjdor
10 cm® cepnoifi kucaothl (l:1) u ynapuBaloT 10 nosiBjeHHs 6ejioro
ZbiMa cepHOH KucaoTh YallKy ox/1aX1aloT M OCTAaTOK pacTBOPSIOT
B 50 cv® BoAbl mpH HarpeBaHiu PacrBop nepeHocsT B MepHYIO KOJ-
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6y BvecTHMOCTbIO 100 cM3 M JOJNHBAIOT BOJAOH MO MeThH AJIHKBOT-
HYIO 4acTb pactBopa npob6nl 10 cm3 mepenocar B MepHYIO KoJiOy
BMecTHMOC1b10 100 cM® M 10JHBAIOT BOAOH 10 METKH

Hsmepsiior atoMHyl0o abcopbuHI0 XpoMa B IJaMeHH aueTHJeH-
BO3AYyX NpH JAJauHe BoJHb 357,9 HM napaJJjiebHO C TpaAyHpPOBOY-
HBIMH PacTBOpaMH

332 IlocTtpoerue epadyuposouroeo epagura

B yernipe MepHBle KOG BMecTHMOCTbio no 100 ¢v® nomemarort
8,0, 9,0, 10,0 u 11,0 cmM® cranjaapTHOro pacTBopa Xpoma, UTO COOT-
sercteyer 0,8, 0,9, 1,0 u 1,1 Mr xpoma, H J0JMBAIOT 10 METKH BO-
noit Mamepsior atomuyio abcopbuuio xpoma, Kak ykasaHo B m 33 1.
Ilo nmosyueHHBIM JaHHBIM CTPOSIT I'PaJyHPOBOYHBIH rpadHk.

34 O6pa6oTKa pe3yabTaToB

341 Maccosywo pgono xpoma (X) B NpOLEHTaX BHIYHCJAAIOT IIQ
thopmyJe

X="SKY 00,

m

rie C — KOHIEHTpauHsi Xpoma, HaljeHHAss MO TpalydpOBOYHOMY
rpaduky, r/cm8,
V — o6bev pactBopa mpo6hl, cm3,
m — macca HaBecKH IpoOhl, r,
K — ko3¢ duumuent pasbasieHus
342 Pacxox/eHue pe3yJbTaTOB TPeX NapajjielbHBX ONpeaene-
HHH d (NOKasaTeJb CXOJMMOCTH) H pe3yJbTaTOB ABYX aHauau3os D
(mokasaTeab BOCIIPOH3BOAHMOCTH) He JOJIKHHI NpeBHILIATh 3HAaueHHH
JIOMyCKaeMblX PACXOX/ACHUH, IPUBEJEHHBIX B 1 2 4 2
343 KoHTpoJb TOYHOCTH pe3yJbTAaTOB aHaju3a NPOBOAAT METO-
40M 106aBOK HJIH CONOCTABJIEHHEM pPe3yJbTATOB, NOJYYEHHBIX THTPH-
MeTpHYecKUM MeTonoMv, B coorBerctBHd ¢ TOCT 25086
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