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Hacrosimui ctanAapT ycraHaBiuBaeT (OTOMETPHYECKHE METOLH
onpejieleHHs1 MbiLIbsiIKa (MPH MaccoBoOi AoJje Mbibaka oT 0,0005 no
0,05 %) u aToMHO-a6COPOLHOHHEI MeTO L ONpejieeHHs MbllbAKa (npH
maccoBoi poJe ot 0,005 10 0,05 %) B HHKeJe, HHKeJeBBIX H MeIHO-
HuKenepbix ciyiaBax no FOCT 492 u TOCT 19241.

1. OBHIHE TPEBOBAHHS

O6wue TpeGoBaHus K Meronam aHaauza — mo F'OCT 25086 ¢ no-
nosHenuem no pasa. 1 TOCT 6689.1.

2. 3KCTPAKUHOHHO-®#OTOMETPUYECKHHA METO
ONPEAEJNEHHA MbIIIbAKA

21. CymHocTh MeTOnQ

MeToa ocHoBaH Ha O6GpPa3OBAaHHH XKCEJATOTO MbilIbSKOBOMOJNHOAEHO-
BOr0 KOMILJIEKCA C IHOCJEAYIOILHM BOCCTAaHOBJEHHEM €r0 CEPHOKHCJIBIM
THAPA3HHOM [0 MBIIBSKOBOMOJHOAEHOBO CHHH. MeTos BKJIOYaer
OTJEJNeHHe MBbIlIbSIKa OT OCHOBHBIX KOMIIOHEHTOB CIIJIAaBOB COOCaXKAe-
HHEM ¢ THAPOOKHCbIO i kKeJje3a C Iocjelylolleli 3KCTpakilHed B BHAe
HopMaa Mbiibsika (II1) yeTHIpeXXJIOPHCTBHIM yrJepOAOM H PEe3KCTpak-
1[Hel ero BoJOH.

22 Anmaparypa, peakKTHBB H DPacTBOpH

POTO3JIEKTPOKOJOPHUMETP HJH ceKTpodoToMeTp.

Kucaora azotHas no FOCT 4461 u pasbasaenHas 1:].

Kucaora consanasa no FOCT 3118 u pas6asaennas 1:1 u 1:3.

Hananne oduuHanbHoOe
© HsnatenbcTBo cranaapros, 1992

HacTosiluit CTAHAAPT He MOXKeET ObiTb MOJHOCTBIO MAM YACTHYHO BOCNDOH3IBERER,
THPaXKHPOBAH K pacnpocTpanen 6e3 paspewenns Foccranpapra Poccun
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CMech KHCJOT LJsi PAaCTBOPEHHS: KOHUEHTPHPOBAHHEIE a30THAR H
COJIsSiHasl KHCJIOTH B COOTHOILEHHH 1:3.

Kucsaora cepuas mo T'OCT 4204 u pasGaBnennas 1:4 u 3 moan/am?
pacrBop.

Kucaora ¢ropucrosogopoauas no FOCT 10484.

Ammuaxk Boansiii mo F'OCT 3760 u pas6aBnenusiit 1:50.

Boxopona nepekucnr no 'OCT 10929,

Kanuii fioguctoiii no TOCT 4332, pacTBop B KOHIEHTPUPOBAHHOMH
congHoil KHcaoTe: 1 r HojgHcToro Kasius pactBopsiloT B 60 cM® KOH-
UEHTPUPOBAHHOH COJISIHOI KHCJOTHI; FOTOBST B JAEHb NPHMEHEHHS.

[IpomBIBHO# pacTBOP: TPH YacTH pacTBOpa HOAHCTOTO KajHsl CMe-
DIMBAIOT C OAHOM YacTblO BOAHI.

CnupT 3TUN0BbI# peKkTHOHKOBaHHBH TexHHuecknii mo [OCT 18300.

Tuapasuu cepHokucaslit no FOCT 5841 u pactsop 1,5 r/am3.

Ammouuii MosubaeHoBokucanii no FOCT 3765, pacreop 10 r/am®
8 3 Moab/AM® pacTBOpe CepPHON KHCJOTHI; FOTOBSAT H3 INePEKPHCTAJJIH-
30BaHHOro npenapara. IlepekpHcTaajH3alHI0  MOJHOAEHOBOKHCIOIO
ammonus nposoasat no FOCT 6689.7.

Cwmech peakinoHHas: K 50 ¢cM3 pacTBopa MOJHGAEHOBOKHCJIOTO
aMMOHHsI nNpubaBiasIOT 5 cM3 pacTBOpa CEPHOKHCJIOrO THAPAa3HHA H
AOJUBAIOT BOAOH A0 o6bema 100 cMm3; roToBSiIT B KeHb NMPHMeEHEHHS.

KBacubl xenesoammonuiinple no HTI, pactBop 100 r/am3.

10 r KBacuoB pacTBOpAIOT NpH  HarpeBaHuu B 70 cm® BOAW H
5 cM® KOHIEHTPHUPOBAHHOH a30THOM KHCJOTHL, PacTBOP (HALTPYIOT H
pas6asJsiior Bogoi a0 100 cmd.

Kanuit maprasuosokucasii mo [TOCT 20490, pactop 1 r/amd.

Cepe6po asorsokucaoe no TOCT 1277, pacteop 10 r/am”’.

Harpus rugpookucs no 'OCT 4328, pactsop 100 r/om3.

®enondranenn, pactsop 10 r/aM3 B 9THJIOBOM CIHPTE.

AmMonuii HagcepHokucanii mo FOCT 20478.

Yraepon uersipexxiaoprcTniii no FTOCT 20288,

AHruapun MblIIbAKOBHCTHIH.

CraHaapTHble PACTBOPHI MbILIbSKA.

PactBop A: 0,132 r MBILUBSIKOBUCTOTO @HTHIAPHIa PACTBOPSIOT NMPH
HarpeBaHud B 10 cm® pacTBOpa rHAPOOKHCH HATPHS, NEePEBOASIT PacT-
BOD B MepHyI0O K0/i0y BMecTHMOCTbIO 500 cm3, HefitpaausyioT no oe-
HOJNQTasenHy coasinoil KucaoToit (1:3) M A0AHMBAIOT BOJOH A0 METKH.

1 cm® pactBopa A cozepxut 0,0002 r MbiIbsKa.

Pacteop B: 25 cm® pactBopa A mepeHocsAiT B MepHyl0 KoJby BMec-
THMOCTbIO 500 cM® M AOJHBAIOT 1O METKH BOJOH.

1 cm® pactBopa b comepxut 0,00001 r mMbiibsKa.
23. MlpoBegenue aHaaH3a

2.3.1. Aan cnaasos, codeprawux mexee 0,1 % kpemnus u He co-
Gepacauyux xpom u eossghpam
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Hasecky cnnaBa (cM. Ta6a. 1) noMeulalOT B CrdkdH BMeCIHMOUC-
Thi0 250—300 om3, pobasasior 20—30 cm® azotHoi kucaorw  (1:1),
HAKPbIBAIOT YACOBBIM CIEKJOM, CTEKJSHHOH HJH NJAaCTHKOBOR mJjac-
THHKOH H pacTBOpSAIOT npu HarpeBaHuu. Ilociie pacTBopeHnsi HaBeCKH
4acoBOE CTEKJO HJH MJACTHHKY U CTEHKH CTaKaHa ONOJacKHBalOT BO-
A0H, pacTBop pas36aBasioT BoxoH o 120—150 cm3, no6Gasasior 1 cm3
pacTBopa XeJe30aMMOHHHHBIX KBAaCHOB (NPH MaccoBO# JoJie XeJje3a
B cnnaBe 6ogee 0,1 % kene30aMMOHHfiHBIe KBaclbl He A06GaBJdlOT),
narpeBaior Ao 60—70°C u ocaxKAalOT rHAPOOKHCH JKeJse3d, OCTOPOK-
HO Jo0aBsiss KOHUEHTPHPOBaHHLII aMMHak A0 ofpasoBanHs pacTBo-
PHMBIX aMMHAYHbIX KOMIJIEKCOB HHUKEJs H MEAH H CBepX 3TOro eule
5—6 cM3 H36LITKa aMMHaKa.

Tabanna 1

Maicca Mepiast a1€a AJNMKBO.1 ast

M1.colaa 1075 Mblilbstnad ClIAB A B {GC.HMIICTIBLYO, La¢ b

om? pacTeopd, cMm?

Or 00005 zo 0,0015 BkJioHu 2 — | Been  pacteop

Cus 0,005 » 0,005 » 1 — Bech pacisop
> 0005 » 001 > 1 57 20
> 0,01 » 0025 ’ 0,5 53 20
» 0,25 » 0,05 2 0,5 1(0 20

PactBop BHAepXkHBalWT B Teuenue 30 mun npu 60 70°C aas xoa-
ryJsIHUM OCajKa THAPOOKHCH esde3a. OcaloK OTQHILTPOBLIBAIOT Ha
GuALTP cpefHell MJIOTHOCTH, CTAKaH M OCafOK INpombiBalT 6—8 pa3s
ropsiauM pactBopoM ammuaxka (1:50), pactBopsioT Ha uabTpe 25 cM
ropsiuei cepHo#él KucaoTH (1 4), cobupas pacTBOp B cTakaH, B KOTO-
POM NPOBOAMIOCL Ocaxienue. PuabTp 5—7 pa3 nNpoMbLIBAIOT TOpAYecH
BONON (ecJH B CIJIaBe NMPHUCYTCTBYeT MapraHell, TO NPH PacTBOPEHHH
ocalKa B cTakaH A00aBJjsIlOT HECKOJBKO Kallejib NePeKHCH BOAOPOAa)
Ocaxkaenue, GuibTpoBaHHe, NPOMEIBAHHE H PAcCTBOPEHHEe OCaNKa
IPOBOJAAT TPH:KAK. PacTBop ymapHBaloT 40 mnosABJeHHd 6ejoro AHma
cepHoit kucaoTsl. Hlocne oxsakneHusi onosacKHBalOT CTEHKH CTaKaHa
BOJIOHl M NMOBTOPSIOT ynapHBaHHe A0 MOsiBJIeHHS 6eloro AbiMa cepHOH
KHCJOTHL, 3aTeM nobaBasor B crakaH 0,2—0,3 r cepHOKHCJIOTO THApPaA-
3¥uHa ¥ HarpesaloT 5—10 mun.

Ilpu maccoBoit aoJsie MblbsKa B cniaaBe MeHee 0,005 % ocrator
nocjie BbIIAPHBAHHS PacTBOpsIOT B 15 ¢M3 BoAk, pacTBop noMemaior
B JIeJHTeJbHYI0 BOPOHKY BMecTUMOCTbio 250—300 cm® u omnonacku-
BalOT CTCHKH CTaKaHa 5 cM® BOAHI.

IIpn MaccoBoil nojie MHIbAKa B cnjaBe cBke 0,005 % B crakan
no6asasioT 35—40 cm® BoAbl, PacTBOP NOMeWIAlOT B MEPHYIO KOJGY
(cMm. Ttaba. 1) u pasbaBasAlT A0 MeTKH BOAOH. AJHKBOTHYIO 4acTh —
20 cm3 noMew alOT B AEJHTEJNBHYIO BOPOHKY BMeCTHMOCTbIO 250—
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—300 cm3, po6aBasror 60 cm® pacrtBopa HOAHCTOrO  KaJus,
30 cM® YeTHIPEXXJOPHCTOrO YIVIEPOAA H 3KCTPATHPYIOT MBIUBSK B Te-
gende 2 MuH, OpraHduyecKuil CJIOH NOMELIAOT BO BTOPYIO AeJHTe/b-
HYI0 BOPOHKY BMecTHMocThio 100—150 cm®, a B nepBylo m00aBasOT
15 cM?® YeTHIpeXXJOPHCTOro YIJepoAa i IOBTOPSIOT SKCTPAKIHIO elie
pa3. DKCTpakTh 00bEeNUHSIOT, MPOMBIBAIOT B TeueHue 2 MHH 20 cm3
NPOMKLIBHOIO PACTBOPA M NOMEIAIOT OPraHHYeCKHH CJIOH B TPeTblO JAe-
JIHTEJLbHYIO BOPOHKY BMmecTHMOCTbI0 100—150 cm3 B Hee pobaBasior
15 cM® BOAH M MPOBOJSAT PE3KCTPAKLHUIO MBIUIbSIKA B TeueHHe 2 MHH.

OpraHnyecKHit CJI0H CJAHBAIOT B YETBEPTYIO AENHTEJNBHYIO BODOHKY
BMeCcTUMOCTbI0 100—150 cM® u MOBTOPSAIOT PESKCTPAKLUUIO B Tex XKe
ycaoBusix. Bonubie peskcTpakThl MOMEILAIOT B MepHYIO K010y BMeCTH-
Moctbio 50 cM?, 006aBJAI0T N0 KaNJSAM PacTBOP MapraHIOBOKHCJIOIO
KaJusi 0 yCTOHYHBOH pPO30BOH OKpackH, KOTOPYIO paspywmaior, J0-
GaBJsisi 10 KaIJIsIM PacTBOP CePHOKHcJOro ruapasuna, Jlo6aBasiioT
4 cM3 peakIHOHHOH CMeCH H KoJ0y ¢ PacTBOPOM IOMEIIaloT B KHMSA-
myio BoAsinyio 6aHio. Cuycts 10—15 MuH, pacTBOp oOXxJaXKAawoT, A0-
JHBAIOT 10 METKH BOJAO# U H3MEPSIOT ONTHYECKYIO IIOTHOCTb pacTBopa
Ha (POTO3JEKTPOKOJOPHMETPE C KPACHBIM CBETO(MH/IBTPOM B KIOBETE C
TOJIUIAHOH TOrJolnatoulero ceet cjaosi 1 cm. PactBopom cpaBHeHus
CJHY2KHT PAaCTBOD KOHTPOJBHOI'O OIIBITA.

2.3.2. Aasa cnaasos ¢ maccogold doareu kpemnus caviwe 0,1 Y

Hagecky cnmaBa (cM. Tab.a. 1) moMellaloT B IJIATHHOBYIO 4YallKy,
Robasuasor 20—25 cm?® asotHoit kucjothl (1:1), 1—3 ecm® ¢dropucro-
BOJIOPOJAHOM KHCJIOTH H pacTBOpsiloT npu HarpeBanuu. Ilocie oxsax-
JEHHs CTEHKH UalllKu ONOJIACKHBAIOT BOAOH, Ao0aBasiioT 5 cM® KOH-
LUEHTPUPOBAHHOM CePHOH KHCJOTH M PacTBOP ylapuBalOT 10 Hayaja
Bhle/IeHUsT 6es0ro  AbIMa CepHO# KHCJIOTH, Hallky ox/aaxAaloT; ono-
JaCKHBAlOT CTEHKH BOJOH M MOBTOPSIIOT ynapuBaHHe AO HadaJja Bhile-
JleHust Gesioro AbpIMa cepHOi KucaoTH. Ilocsie oxsasKJIeHHS OCTATOK
PacTBOPSAIOT NpH HarpeBaHuu B 35—40 cM® BoAbl, MOMEILAIOT B CTaKak
BMecTHMOCTbIO 250 cM?, pasGaBasor Bomoit Ao 120—150 cm®, Harpe-
pawr 10 60—70°C u ocaxpaloT IHAPOOKHCH KeJe3a, OCTOPOXKHO AO-
Gasisas aMMHaK 10 00pa3OBaHHs PACTBOPHMbLIX aMMHAUYHBIX KOMILICK-
COB HHUKCJIA M MeAH M cBepx 3Toro elle 5—6 cm® usbniTKa amMMHaka,

Janee aHanus BelAyT, KaK yKasaHo B 1. 2.3.1,

2.3.3. las cnaasos, codepacauyux xpom

Hagecky cmnaBa (cm. TabJ, 1) nmoMellaroT B IIATHHOBYIO YAILKY,
po6apagior 20—25 cM3 asorHoi kucaorel (I:1), 1—2 cM® dropucro-
BOJOPOAHOM KUCJIOTHL U PACTBOPSIOT IPH HArpPeBaHUH.

ITocne oxsaxaeHHs CTeHKH YalIKH ONOJACKHBAIOT BOAOH, nobaB-
aaT 10 cm® KOHIEHTPUPOBAHHON CEpPHOH KHUCJAOTH W PacTBOP ymapi-
BAOT JJO Hadana BhJeaeHHs1 0e/oro AbMa CepHOH KHCJAOTH. Yalixky ox-
AaXA AT, ONIOJA4CKUBAIOT CTEHKH BOJOH M NMOBTOPSIOT yIIapHBaHue A0
Havana Bbiie/aeHns Oesoro ApMa cepHoft kucaorol. Ilocie oxnaxwpe-
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HHS OCTAaTOK PacTBOPAIOT NPH HarpeBaHuu B 35—40 cM® Boab, pact-
BOp NMOMeEWAIOT B cTakaH BMecTHMOoCTbIo 300—400 cm® u pasbaBasior
Bogofi no 200 cm®, pnoGaBAsOT pacTBOP a30THOKHC/IOrO cepeGpa:
15 cM® — npu HaBecke cmaaBa 2 T, 8 cM® npH  HaBecke I r u
4 cm® — npu naBecke 0,5 r. BBoaAT 5 r HaACEpPHOKHCIOrO aMMOHHS
(Z/s1 OKHCJIeHUA XpoMa), PACTBOP HArpeBalOT A0 KHIEHHS H KUNATHT
[0 MOJIHOTO Pa3jioXKeHHs HaACEPHOKHCJIOTO aMMOHHA (X0 IOJHOTO
npeKpalleHHs BbiJesieHHs NYy3HPbKOB KHcJaopoda). PacTtBop oxuax-
nawot o 60—70°C, onosacKkHBalOT CTEHKH CTaKaHa BOJoO#, A06GaBJsi-
1ot 1 cM® pacTBOpa XeJe30aMMOHUAHBEIX KBAcCIlOB H 0CaXkAAKOT THADPO-
OKHCH KeJle3a, OCTOPOXKHO [00aBidAd KOHLEHTPHPOBAHHBIH aMMHak
A0 06pa3oBaHHA PAacTBOPHMBIX aMMHAUYHBIX KOMIJIEKCOB HHKeJS H Me-
I 4 cBepX 3T0oro 5—~6 cM® amMmuaka B u3OuToK. Jlajdee ananus seayr,
KaK yKasaHo B 11.2.3.1.

2.3.4. Aaa cnaasos, codepxaujux 80sbppam

Hapecky cniiaBa (cm. Ta6a. 1) nomemamoT B cTaKaH BMECTHMOCTBIO
250 cMm3, mobGaBasiior 60—80 cM® cMecH KHCJOT AJf  PacTBOPEHHS H
IpH HarpeBaHHH pacTBopAlT. K pacTBopy A006aBisior 5 cM? KOHIEHT-
PHPOBAHHOH cepHOH KHCJIOTH M ymapusaloT po 10—12 c¢m3. Pactsop
pasbaBnsaoT 30 cM® BoAH U BHINABLUHN OCAaJOK BOJb(PPaMOBOH KHUCJIO-
Thl OTQHJBTPOBLIBAIOT Ha ABOHHOH MJIOTHBIE GuaIbTp. CTakaH H oca-
IOK NPOMEIBAIOT 5—6 pa3 ropauei coasHOH Kucaortod (1:1). Ocanok
¢ ¢uabTpoM BHIOpacHBAIOT, a K (puabTpaty pobasuasor 1 cM® pacTBo-
pa KesJe30aMMOHHHHBIX KBacLoB, HarpepaloT Ao 60—70 °C u ocaxna-
IOT THAPOOKHChH 2K€JIe3a, OCTOPOXKHO H00aBJssi aMMHak A0 obpa3oBa-
HUS aMMHAYHBIX PAcCTBOPHUMBIX KOMIIEKCOB HMKEJsA H MEAH H CBepx
storo 5—6 cm® H36bTKa amMuaka. Ianee aHaau3 BelyT, Kak ykasa-
HO B 1. 2,3.1,

2.3.56. IlocTpoenue epadyuposoynoeo epauxa

B cragannl, BMectumocthio Ho 250 cm?, momemwaior 0,5; 1,0; 2,0; 3,0;
5,0; 6,0 ¢cm® crammapTHOro pactBopa B MubAka, [00aBJAAIOT A0
10 cM® KOHIeHTPUPOBAHHOH a30THOH KHCJOTH H BHIIAPHBAIOT AOCyXa
Ha BOAsIHOH OaHe.

OcraTok pacTBOPsilOT B BOAe, pacTBop pa36aBasdIOT BOAOH A0
120—150 cm3, po6GaBasiior mo 1 cM® pacTBopa 2Kese30aMMOHHHHBIX
KBacuoB, HarpeBawT Jo 60—70°C u ocaxAalOT THAPOOKHCH Xejae3a
aMMHakoM. [lajiee aHa/iH3 BeAyT, KaK yKa3aHo B 1. 2.3.1 mnpu Macco-
BO#i Jlosie Mbllibsika MeHee 0,005 %,

24. O6paboTKka pe3yJabTaTOB

2.4.1. MaccoByio 000 MBIIbAKA (X) B MPOLEHTaX BBIYHCASIOT IO
dopmyae

m
X 1>;1]00 ’
rie m; — Macca MHIIbSKa, HalileHHasa 10 rPaiyupoBOYHOMY Fpad
Ky, T,
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m — Macca HaBeCKM CIJiaBa, COOTBETCTBYIOIlas aJMKBOTHOH
4acTH PacTBopa, T.

2.4.2. PacxoxJeHHsl pe3yJbTaTOB TPeX MapaJljelbHBIX oOnpejene-

Hui d (mOKasaTelb CXOJHMOCTH) H Pe3yJbTaTOB ABYX aHaju3oB D

(nokasaTeJb BOCHPOH3BOAHMOCTH) He JAOJIKHBLI NPEBHIIATh 3HAUeHHH

JONyCKaeMBIX PacX0oXAeHuM, NIPHBEAEHHBIX B TabJ. 2.
Ta6bauna 2

Jlonyckaemble pacxoxpeHns, %
Maccosan gosa MplubLAKa, %
d D

Ot 0,0(05 po 0,001 BkJnou. 0.6302 0.0003
Cs. 0,001 » 0,005 » 0.3008 0,C01
» 0,006 » 0,01 » c.(ols 0.002
» 001 » 02 » 0,0C4 0.005
» 0,02 005 » 0,007 0.01

2.4.3. KOHTPOJb TOYHOCTH pe3yJbTATOB aHaju3a  TNPOBOAAT IO
TocyaapcTBeHHHM cTanaapTHeM c6pasnam (I'CO) uaum mo orpacie-
BBHIM CTauZapTHbiM o6pasuam (OCO), uau no craHAapTHBIM 06pasuaM
npeanpustua(COIT) Hukens, HUKeseBbIX HIH MeJHO-HHKeJeBHIX CIJia-
BoB, yrBepxAeHHBM mo [OCT 8.315, uan merogoMm 106aBOK, HJH CO-
NIOCTABJEHHEM De3yJbTaToB, NOJYYEHHBIX aTOMHO-aGcOpOLHHOHHBLIM Me-
tToaoM, B cootBetcTBUM ¢ TOCT 25086.

3. P°OTOMETPHYECKHMH METOJ ONPEAEJEHUSA MbILIbAKA

3.1. CymHocTr MeTOJHa

Meron ocHOBaH Ha 06pa3oBaHUU 2KeJTOrO MbILIbAKOBOMOJHOAEHO-
BOr0 KOMILIEKCA ¢ NMOCJAeAYIOUHM BOCCTaHOBJEHHEM €r0 CePHOKHCIBIM
rUAPA3HHOM B CJaBOKHC/IOM PacTBOpE A0 MbIIIBSIKOBOMOJHGAEHOBOH
cunu. IIpeABapuTeTbHO MBIIBAK OT OCHOBHBIX KOMIIOHEHTOB CIJ1aBOB
OT/EJSIOT COOCaXKAEeHUEM C CHAPOOKHCDHIO XeJjie3a ¢ NOC/IeyOlHM Bbl-
JleJeHHeM MEIUbKA AHCTH//AUMEH TPEXXJOPHCTOTO MBIIbKA H3 CO-
JISTHOKHCJIOTO, PacTBOpa.

32, AnmapaTypa peaKTHBB H DacTBODH

®0T03JIeKTPOKOJIOPHMETP HIIH CIEKTPOPOTOMETp.

Annapar AJs JUCTHIALUMH MBILIbAKA No 1. 3.3.1 uiau Apyroi mpu-
6op mMoaoGHOTO THOA.

Kucaora asotHas no FOCT 4461 u pas6aBaennasn 1:1.

Kucaora coasinasg no 'OCT 3118 u pasbaBaennas 1:1 u 1:3.

CMecb KHCJOT AJsSI PAacTBOPEHHSA: OJHY YaCTb KOHUEHTPHPOBAHHOM
a30THOH KHMCJOTHI CMEUIMBAIOT C TPEMs YacTAMH KOHIEHTPHPOBAaHHOM
COJISIHON KHCJIOTHI.

Kucaora cepuas no T'OCT 4204 u pasGaBnexnas 1:4, 1:5 u
3 ™modan/amd,

Kucaora ¢ropucrosogopoanas no FOCT 10484,
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AmMmHak Bogubii no TOCT 3760 u pas6aBaennbiit 1:50.

Bopopona nepekucs mo FOCT 10929.

Cnupr atuioBbiil pekTHduKoBaHHbI o TOCT 18300.

T'ugpasun cepHokucabit 1o FOCT 5841 u pacrBop 1 r/nm3,

Kagauii 6pomucroiit kpuctananueckuit mo FOCT 4160.

AMmMoHuit Moau6aenosokucasiit no TOCT 3765, pacreop 10 r/am®
B 3 MoJb/AM® pacTBOpe CePHOH KHCJOTHI: TOTOBSIT H3 NepeKpHcTal-
JIM30BaHHOro mpenapata. IlepekpHcTaJH3alH0 MOJHOIEHOBOKHCIO-
ro ammoHnus nposoast no 'OCT 6689.7.

CMecb peakilHOHHas CBeXelpuroTosjeHHas: 50 ¢M® pactBopa Mmo-
n161eHOBOKHCIIOrO aMMOHHsl pa36aBasioT Bofoi xo 150 cm®, npubas-
as1i0T 50 ¢M® pacTBOpa CepHOKHCJIOTO THAPA3HHAa H  JOJHBAIOT BOAOH
a0 500 cm3.

KBacunl xesdesoamMonuitubie no HTJH, pacrsop 100 r/am?
(npurotoBseHue mo 1. 2.2).

Cepebpo asotrokucsoe no FOCT 1277, pactop 10 r/amd.

Hatpus ruapookucs no F'OCT 4328, pactsop 100 r/am3.

Denoadranens, pactsop 10 r/amM® B 3THI0BOM CHHPTE,

Ammonnit nagcepuokucaniii no FOCT 20478,

AHruApUA MBIIbAKOBUCTBII.

CrangapTHbie PacTBOPBl MBIIbsiKa (OPHCOTOBJEHHe Mo M. 2.2).

33. IlpoBeneHune aHaJau3a

3.3.1. HaBecky cnsnaBa (cM. Ta6a. 1) pacTBOpsOT I BbLIEJSIOT
MBILIbSIK COOCaXKIEHHEM C THAPOOKHCHIO JKeJie3a, hak yKa3aHO B
n. 2.3.1. OctaTok mnocje [JBYKPaTHOrO ynapHBaHHS A0 BhlAeseHus Oe-
J0ro /IbiMa CEepPHOli KHCJIOTBHl OXJaXAaloT H OCTOPOAKHO PacTBOPSIOT B
20 cn® BOAHI.

B neperonuyio Koa0y / annapara (4epTeX) momellaloT 2 T CCPHO-
KHCJOTO THApPasnHa W 1 r GPOVHCTOrO Kagus, B NIPHEMHHKH & H 7 3a-
auBaior 25—30 cm3 u 10—15 cM® BOABI COOTBETCTBCHHO, A00aBASIOT B
KaAblfi TPUCMHUK IO 1—2 KalJ{ mepekHCH BOAOpOAa U cOOHpAIOT
annapar B COOTBETCTBHH C UePTEKOM.

Anaausupyemblil pacTBOp uepe3 KamneJbHYI BOPOHKY 2 moMcCLLaIOT
B neperonHyo KoJuOy I. CTakaH OmoJiacKMBAIOT KOHUEHTPHPOBAHHOH
COJISTHOH KHCJIOTOH W PacTBOp MEPEHOCAT uepe3 BOpoHKy 2 B koaby 1.
B xou46y 1 uyepe3 BopoHky 2 no6aBasoT 50 cM® KOHLEHTPHPOBAHHOH
COJISIHOM KHMCJIOTBHI W OTTOHSIIOT TPEXXJOPHCTHIl MBILIbAK NP HarpeBa-
Huu. Orrousior 3/4 nepBonauadbHoro o6beMa pacrBopa B Kojbe [
IpH PaBHOMEPHOM KHMEeHHH (IJ1s1 obecnevueHHss PABHOMEPHOrO KHIIeHHUs
B KOsy | mOMeL[al0T HECKOJBKO CTeKASTHHBIX OYCHHOK).

Ilo OKOHYaHHH OTTOHKH JOCTHJJSIT U3 NPHEMHHUKOB S u 7 00beiu-
HSIIOT B 3aBHCHMOCTH OT MaccoBOfi JOJH MblllbfiKa B CIJaBe: B cTa-
KaH BMecTHMOCTbIO 100 cM3, ecaim Mbiibsika wmeHee 0,005 %, uau B
MepHyI0 Koaby (cM. Taba. 1), ecain Mbiubsika 6oaee 0,005 % .

B kos16Ge pacTBOp JOJNHBAIOT IO METKH BOJOH M NepeMellHBaloT.
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2 3

I — mneperonsas Koa6a; 2 — KanejbHas

BOpPOHKa; 3 — TPyOKa C THAPO3aTBOPOM;

4 — XOJMOAMNBHHK; § — MPHEMHHK; 6 —

THAPO3aTBOP; 7 —— KOHTPOJLHLIA HpHeM-
HHK

B 3aBHCHMOCTH OT MacCCOBOH JOJIM MBIBbSIKA KO BCEMYy PacTBOPY
HAH ero aJHKBOTHON uacTH, oToOpaHHOU corsaacHo TalbJ. 1, noMelleH-
HOH B cTakaH BMecTHMOCTbIO 100 cM3, 1o6aBasitoT 5 ¢cM® KOHIEHTPHPO-
BaHHOH a30THOH KHCJOTH H BHINAPHBAIOT NPH YMEPEHHOM HarpeBaHHHU
gocyxa. CTakan ¢ CyXHM OCTaTKOM HOMeINAlOT B CYIIHJbHEI MKad
H ocTaBJasoT Ha 1 u ipu 130 °C.

K oxnaxaeHHoMmy ocraTkKy npubaBiasior 35 cM® peakmHOHHON cMe-
CH, HAKPBIBAIOT CTAaKaH YacOBLIM CTEKJOM H HarpeBalOT Ha BOASHOMN
6ane npu 100 °C B Teuenne 10 muH. Ilociae oxJsaxkaeHHs pacTBOp Ie-
PEHOCAT B MePHYIO KOJOy BMeCTHMOCTbIO 50 CM, AOJHUBAIOT peaKIHOH-
HOli CMeCbIO 0 METKH H NepeMelIUBaloT,

M3mepsioT onTHUECKYIO MJIOTHOCTh pacTBopa npu 750 niau 660 HM
Ha crneKTpooToMeTpe UAH (POTO3JIEKTPOKOJOPUMETPE.

PacTBOpOM CpaBHEHHS CJAYXKHT PacTBOP KOHTPOJIBHOTO OIBITA.

3.3.2. Ara cnaasos, codeprcaujux KpemuuL

Hagecky cnnaBa (cyM, Taba. 1) pacTBOpPSIOT, Kak  YKas3aHo B
. 2.3.2, BHAEASIOT MbIIbSK COOCAXKAEHHCM C TMAPOOKHCHIO KeJesa H
ocanok oGpabaTeiBaloT, Kak ykaszaHo B m. 2.3.1. Ocratok mnocgae ABy-
KPATHOrO ynapHBaHHs A0 6esoro AbIMa C CEPHOH KMCJIOTOH oxaaxKaa-
I0T, OCTOPOXKHU PacTBOPAIOT B HeOOJBUIOM KOJIMUECTBE BOJBl H Aajee
aHaau3 BEAYT, Kak yKasano B 1. 3.3.1.
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3.3.3. s cnaasos, codepacaujux xpom

Hasecky cnsnaBa (cMm. Taba. 1) pacTBOPSIOT, KakK YyKa3aHO B
0. 2.3.3, ¥ BBAEJASIOT MBIUBSIK COOCaXKAECHHEM C THADOOKHCHIO XKeJe3a,
KaK ykasaHo B 11.2.3.1.0cTaToK noc/e ABYKPaTHOIO YHapHBaHHsA C cep-
HOM KHCJIOTOH OXJ1aXJalOT H OCTOPOXKHO pPAacTBOPSIIOT B HeOOMBIIOM
KoJiHYecTBe BoAbL. Jlasiee aHa u3 BeAyT, KaK yKa3aHo B 1. 3.3.1.

3.3.4. Aaa cnaasos, codepxcaujux 8orvpan

HaBecky cniaBa (cM. Ta6Jj. 1) pacTBOPSIIOT, OTAENSIOT BoJbdpaM,
KaK yKasaHo B 1. 2.3.4, H BBHIIe/IAIOT MBIIIbAK COOCaXkKAeHHEeM C THLPO-
OKHCbIO XKeJie3a, KakK yKasaHo B I. 2.3.1.

OcraTok mocJjie JBYKPaTHOI'O BhHIMAPHBaHHs C CEPHOH KHCJOTOM OX-
JaXAalT U OCTOPOXKHO PACTBOPSIOT B HeGOJBIIOM KOJHYECTBEe BOJHI.
IaJjee aHanH3 BeAyT, Kak yka3aso B 1. 3.3.1.

3.3.5. Hocrpoenue epadyuposourozo epagura

B crakans BMectumocThio mo 100 cm?® momewator 0; 0,5; 1,0; 2,0;
3,0; 4,0; 5,0 u 6,0 cM® crangaprHoro pactBopa b wmbuubsaka. Bo Bce
CTaKaHbl 106aBJsIIOT M0 5 ¢cM® KOHIEHTPHPOBAHHOH a30THOH KHCJOTHI
H BBIIAPHBAIOT DPAcTBOPH AOCYXa Ha BoAsiHON GaHe. CTakaHbl ¢ CyXHM
OCTaTKOM IOMEINAIOT B CYWHJbHBI IIKad ¥ OCTaBJsIOT Ha 1 4 mnpu
130°C u pmanee aHanu3 BeAyT, KaK yKa3aHo B . 3.3.1, MJs cmiaBoB ¢
MaccoBoOH poJeit Mbilibsika MeHee 0,005 %. PacTBopom cpaBHeHHS Cay-
JKHMT PacTBOP, HE COAEPIKAIUN MbIIbSKA.

34. O6pab6oTKa pe3yabTaToOB

3.4.1. MaccoByw fodio MbllbsAKa (X) B IPOLEHTaX BBIYHCISAIOT MO
dopmyJe

X — m, <100
>
rie m; — Macca MblllbsiKa, HalJieHHAas MO rpajyHpOBOYHOMY rpadu-
Ky, I;
m — Macca cnvsaBa, COOTBETCTBYOLLas AaJUKBOTHOH YacTH pa-
CTBOpa, T.

3.4.2. PacxoxaeHHe pe3yabTaTOB TPeX NapaelibHBIX onpejeJe-
uuil d (noKasareib CXOJHMOCTH) H Pe3y/NbTaToB AByX aHanu3oB D
(noKa3aTeab BOCMPOU3BOAMUMOCTH) He AOJXKHBI NMpPEBLILIATH 3HAYECHHUH
JAONyCKaeMbIX PacXOXAEeHHH, NpUBeJeHHbIX B Taba. 2.

3.4.3. KoHTpOo/b TOUHOCTH DPE3yJbTATOB aHaJu3a NPOBOAAT 1o lo-
CyZapCcTBeHHbIM cTaHaapTHeIM obpasuam (I'CO) wuau mo orpacieBbM
cranpaptibiM obpasnam (OCO), wau mo crasgapTHeiM — ob6pasuam
npeanpusatus (COIl) Hukesl, HAKeJI€BHIX H MeAHO-HHKEJIEBHIX CIJIABOB,
yrBepxaennbnM mo 'OCT 8.315, unu comoctaBieHneM ¢ pesyJabTaTa-

MH, TONYUCHHLIMH aTOMHO-a0COPOLUOHHBIM METOAOM, B COOTBETCTBHH
¢ FOCT 25086.
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4 ATOMHO-ABCOPBLLHOHHBIA METOA ONPEAEJEHRA
MbHIbAKA

41 CymHOCTbL MCTOAA

MeToa ocHOBaH Ha pacTBOPEHHMH NPOObBI B KHCJOTax, BbLAEJNEHHH
MBbIIIbAKA COOCAaKAEHHEM C THAPOOKHCHIO XKeJle3a, PACTBOPEHHH OCah-
Ka B COJISTHOH KHCJOTe H U3MePeHHH aTOMHOH abcopOuuu MbilibsgKa B
NJAaveHH aueTHWIeH — BO3AYX HAM alleTHJEeH — 3aKHCh a30Ta TNpH
JIJHHe BOJHBI 193,7 um

42 AnnapaTypa, PeakKTHBH H PacTBOPL

AtomMHO a6cOpOUHOHHBIN CIEKTPOMETP C HCTOUHHKOM HU3JAyUEHHS
JJs MBILIBSIKA

Kucaora asornas no TOCT 4461 u pas6asaennas 1 1

Kucaora coaauas no FOCT 3118 u pasGasaennaa 1 1 u 15

Cwvecb KHCJIOT CMCILHBAOT OAHH 00beM a30THOH KMCAOTHI ¢ TpeMs
o0beMaMH COJAHON KHCAOTHI

Kuctora gropucrosoiopoaras no FOCT 10489.

Kucaora ceptas no TOCT 4204, pas6aBaeHnas 1 1

Avimuak Boanbii 1o FOCT 3760 u pasbasaennbiii 1 99

Boaopoaa nepexics no FOCT 10929

Haipus raapoontcs no I OCT 4328, pactsop 80 r/aw® csexenpu-
TOTOBJICHHBI

HKeneso, BOCCTAHOB TeHHOE BOAOPOLOM

Keaesa xaopua pacteop 0,75 r xesnesa pactBopsiioT B 20 ¢ co-
JSIHOH KHCJOTLE ¢ 1004BTCHHCM pacTBOpa NEepeKUcHd BOIOPOAA, pacT-
BOP ICPEHOCIT B MUPHVIO hOTOV BACCTHMOCTLIO 250 cv™ M J10.11BAIOT
BOZOHU 10 MCTKH

1 em?® pacTBOpa cozepAxut 0,003 r kenesa

AHTHAPHA MBIHbSAKOBUCTHIR

CraHaapTHLfi pacTBOp MblUbsAKa 1,3200 r  VBILBLAKOBHCTOTO aH
ruapuia pactBopstoT B 20 ¢w’ pacTBopa rHAPOOKHCH HaTpus, jo6aB-
Jstor 10 ¢vd Boaw, 10 cv’ pactBopa cossinoit kKucaorol (1 5), mepexo
CAT B MEpPHY 10 K010V BMCCTHvMOCToIO | av? H 104HBaIOT BOLOH KO MeT-
KH

1 cm pactBopa coaepaut 0,001 r MblubsiKa

43 JlpoBeleHne aHaausa

431 Hdas wniasos codeprawjur Kpemuuti ne b6oaee 0,05 Y

HaBecKy cnjiaBa vaccod 5 r novewarT B CTakKaH BMECTHMOCTBIO
400 cv® y pacrBopsitor npu HarpeBauuu B 40 cM? cmecnu kucaor Pact-
BOp pasbaBasiiorT Boofi a0 obbeva 200 cm3, nobasasior 10 cm® pact-
BOpa XJOpUAa &Keledqa, HarpeBaloT A0 70 °C, ocTopoxkHO HeHTpaJn3y-
JOT dMMHAKOM 10 06pa30BaHuUsl PaCTBOPHMBIX aMMHAYHbLIX KOMILIEKCOB
HUKeJds ¥ MeAu M Jo6aB1isior eile 5 cM’ B u30HTOK Pacrsop xums-
TAT H OCTaBJAAIOT B TemjioMm Mecre Ha 30 MuH, 3aTeM (QHJIBTPYIOT de-
pes ¢uabtp cpeaneir naotHoctH Ocalok Ha (HIbTPe NPOMBIBAIOT
TPpU pa3a ropsuum pacTBopom amMuaka (l 99), satem aBa pasa ro-
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psadesi Bogoil. Ocanok pacrtBopsiior B 10 cM3 ropsiyero pactsopa co-
asHo# KHcaoTel (1:1), cobupas pacTBOp B cTakaH, B KOTOPOM MpoO-
BOAHNOCH OcaxieHHe. PacTBop mnepeHocAT B MepHylo Kouaby BMe-
CTUMOCTbIO 25¢M? M JOJMBaIOT BOXOH A0 MeTKu. OAHOBPEMEHHO NPO-
DOJASIT KOHTPOJIbHBIA ONBIT.

WNamepsior aToMHY10 aGCOpPOUUIO MBIUbLAKA B [JAaMEHH alEeTHJIEH-
BO3/yX U aLETH/NEH-3aKHChb a30Ta NapaJlliejqbHO ¢ FPaAyHPOBOYHBIMH
pacTBOpaMH NpH JJHHe BOJHBL 193,7 HM.

4.3.2. Iasn cnaasos, colepocaujux kpemuuii csouwme 0,05 %

Hasecky npoGbl Maccofi 5 r NOMelalwT B MJAATHHOBYIO 4alUKy H
pacTBopsiloT npH HarpeBaHuu B 30 cMm® pacTBopa Aa30THOH KHCJIOTHI
(1:1) u 5 cM® PTOPHUCTOBOLOPOAHON KHCJOTHL. 3aTeM A06aBAAT
10 cm® cepHoii KucaoThl (1:1) H ynmapuBaiooT 40 nosiB/jaeHHs GeNOro Abi-
Ma cepHoi kucJaoTh. Hamiky oxJaaxiawoT, gobaBisor 50 cM® Bogbl H
KHIATAT 10 pacTBOPeHHsi cotell. PacTBop mepeHocST B CTaKaH BMeC-
THMOCTbIO 400 cM?, fo6asasiior 10 cM? pacTBopa x10pHIa Xene3a U Aa-
Jlee IOCTYNAIOT, KaK yKasaHo B 1. 4.3.1.

4.3.3. llocTpoenue epadyuposourozo epagura

B 1mecTh u3 ceMH MepHBIX KoJ6 BMecTHMOCTbI0 mo 100 cM® nome-
wator 0,5; 1,0; 2,5; 5,0; 7,5 u 10,0 cM® crangapTHOro pacTBOopa Mbl-
wbsKa, yto cootBerctByer 0,5; 1,0; 2,5; 5,0; 7,5 u 10,0 mMr MbiLIbsKa,
JOJIBBAIOT A0 METKH pacTBOpOM coJsiHOH Kucaorel (1:5). HMamepsior
aToOMHYI0 a0copOLHIO MBILIBSAKA, Kak yKasaHo B m. 4.3.1, Tlo noayuen-
HBLIM JAHHBIM CTPOSAT I'PajyHPOBOYHBIN rpaduk,

44. ObpaboTka pe3yaAbTaToOB
4.4.1. MaccoByio 1010 Mbllibska (X) B mpoueHTax BHIYHCASIOT MO
dopmyne

(€)Y

— 10D,
rie C; — KOHUEHTpaUKs MBIUbAKA B aHaJU3UPyeMOM  pactBope
cnjiaBa, HalileHHasi N0 TpafyupoBouHomy rpaduky, r/cmd;
Cy; — KOHUEHTPALUsi MbillIbsKAa B PACTBOPE KOHTPOJBHOTO OMBITA,
HaliJeHHas 1o rpajyHpoBoYHOMY rpadHky, r/cms;
V — obGbem pacrBopa npobbl, cm?;
m — mMacca HaBecKH npoosl, T.

4.4.2, PacxoxJAeHHs1 Pe3y/ibTaTOB TPex IapaJjielbHbIX Onpejedie-
Hui d (moKasaTeJb CXOLHMOCTH) M pe3yJbTaToB JBYyX aHajausos D
(nokasaTesb BOCNPOH3BOAHMOCTH) He JOJIXKHBl IPEBHILIATb 3HAUEHHH
JONYCKaeMBbIX PacXOXAeHHH, NPHUBeACHHDbIX B TabJ. 2.
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4.4.3. KOHTPOJb TOYHOCTH pe3y/bTaTOB aHajaH3a NpPOBOAAT TO
TFocynapcrBeHHBIM cTangapTHeiM ob6pasuaMm (ICO) uam no orpacie-
BHM cTanAapTHHM o6pasuaM (OCO), wan no craHAapTHHM o6pas-
nam npeanpusatHa (COII) Hukens, HHKeJEeBHIX HJIH MeLHO-HHKeJeBhIX
cnaasoB, yTBepkAeHHbM 1o [OCT 8.315, unu meToaoM 106aBOK HIM
COTIOCTABJICHHEM Pe3yJIbTAaTOB, NMOJYYeHHBIX (DOTOMETPHYECKHMH MeTo-
naMu B cootBeTcTBHH ¢ [OCT 25086.
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