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IlpenucaoBue
1 PASBPABOTAH MTK 147, UucturyroM ctaHaaptHeix obpasuos (MCO IIHHHuepmerT)

BHECEH TI'occraHnaproM Poccuu

2 TIPUHSAT MexrocynapctBeHHbBIM COBETOM MO CTAaHAAPTU3ALMM, METPOJIOTHH M cepTHPHKALUH
(mpotokos Ne 9—96 ot 12.04.96)

3a nNpUHsITHE MPOroJOCOBAIH:

HanMeHoBaHHe rocynapcraa HanMeHoBaHHe HALKOHAJILHOTO OpraHa NMo CTaHIapTH3allnH
A3epbaiimkaHckas Pecriybiuika |  A3roccraHaapTt
PecniyGnnka ApMeHUS ApMroccradaapr
Pecniybnnka benopyccus ['occranaapt benopyccum
['py3us ['pyacraHpapr
Pecrrydnuka KazaxcraH ['occrannaprt Pecnybiimku Kasaxcran
Kupruackas Pecnydiauka KupruscraHaapr
Pecrrybnuka Monaosa MonnosacraHaapT
Poccuiickas ®enepauys I'occranpapTr Poccuu
Pecrmybnyuka TamkuxkucraH TamxHKroccTanaapr
TypxMeHHcTaH ['naBHag rocynapcrBeHHass MHCHEKLIMS TypKMeHHCTaHa
YxpanHa l'occraHaapr YxkpauHbl

3 IlpunoxeHue A HacTOAIIEro craHAapTa NpeacTaBiasieT coO0i MOJHBIH ayTEHTUYHBIA TEKCT MEX-
nyHapogHoro craHnapta MCO 4293—82 «Pynsl 4 KOHLIeHTpaThl MapraHuesble. OnpeaeieHne conepxaHus
dochopa. DoToMeTpHUYECKUIT METOL C NIPEABAPUTENBHBIM 3KCTpPAaripoBaHHEM MOJIMOLEeHOBaHAAATa»

4 TlocraHomneHueM l[ocymapctBeHHoro koMurera Poccuitickoit Qemepauid Mo CTaHIAPTH3ALMH,

METPOJIOTHU U cepTUPUKAUMKA OT 9 nekadbpsa 1997 r. Ne 402 MexrocymapcTBEeHHbI cTaHAapT
[OCT 22772.6—96 (UCO 4293—82) BBencH B NEUCTBUE HEMOCPEACTBEHHO B KA4E€CTBE FOCYAAPCTBEHHOIO
ctaHaapra Poccuiickoit ®enepanuu ¢ 1 asuBaps 1999 r.

5 B3AMEH TI'OCT 22772.6—77

© MIIK HUaparenbcTBo crangapros, 1998

Hacrosimit craHnapr He MOXeT ObiTh MOJHOCTBIO MM YaCTHYHO BOCHPOM3BEAEH, TUPAKUPOBAH M

pacrnpoCTpaHEeH B KayecTBe OHIHAIBHOrO U3JaHUs Ha TeppHTOpHH Poccuiickoit Penepannu 6e3 paspe-
wueHus I'occranpapra Poccuu

11



I'OCT 22772.6—96
(M1CO 4293—82)

M E X T OCVYIAPCTI BEUHMHULB N CTAHIATPT

PYJAbl MAPTAHULEBBIE, KOHIIEHTPATBI U AIJIOMEPATDI

Meroan onpenenenus ¢gocdopa

Manganese ores, concentrates and agglomerates.
Methods for determination of phosphorus

IlaTa BBegenns 1999—-01—01

1 OBJIACTb IPUMEHEHHWA

Hacrosiluui craHOapT pacnpoCTpaHsieTc Ha MapraHleBble pyAbl, KOHLIEHTPAThl U arjioMepaThbl H
YCTaHABRAUBAET POTOMETPUUECKHE METONBI onpeaenieHUst docdopa rpu Mmaccopoit gose ot 0,005 mo 0,5 %,
a Takxe o MexayHapoaHoMmy ctaHaapry MCO 4293 B cOOTBETCTBHH C INPUIOXKEHHEM A.

2 HOPMATHUBHBLIE CCBLIKH

B HacrosilieM CTaHAApTe HCIOJb30BAHBI CChUIKH HA ClIeAYIOLLUE CTAHIAAPTHI:
[OCT 83—79 Harpuii yrnekucaslii. TexHHUecKHe YCIOBUSA

[TOCT 195—77 Harpuit cepHUCTOKHUCIBIN. TexHUYeckre YCIOBHS

OCT 3118—77 Kucnora consiHass. TexHHYECKHE YCIOBHSA

OCT 3760—79 AMMHAK BOAOHBINH. TeXHUYECKHUE YCIOBUS

['OCT 3765—78 AMMOHMIA MoaubGaeHOBOKHCABIH. TexHHYecKHe YCIOBUSA
[OCT 4147—74 XKeneszo (I1I) xnopun 6-BonHbii. TexHUYECKHE YCIOBHS

[OCT 4198—75 Kanuit pochopHOKHUCIBIN ONHO3aMeIeHHBIH. TEeXHHYECKHE YCIOBHA
['OCT 4204—77 Kucnora cepHas. TexHHueckKue YCJIOBUA

[OCT 4461—77 Kucnora azotHas. TexHUueckye yCJIOBUA

['OCT 5456—79 TI'unpokcwiaMuHa ruapoxiopula. TexHUYecKue yCIOBUS

['OCT 5841—74 I'uopa3uH CEpHOKMCIbIM

[OCT 6563—75 Hanenus texHUyeckHe U3 6JaropodHbIX METAUIOB M CIUIABOB. TeXHUYECKME YCIOBUS
['OCT 10484—78 Kucnora ¢ropucropogoponHas. TexHHYecKHe yCIOBHUS

[OCT 16598—80 Pynnl MapraHlieBbie, KOHLIEHTPATHI U arioMepatbl. MeToasl oT60opa U NOATOTOBKM
npo6 Ui XMMHUYECKOro aHAIU3a U OIpeneyieHHsA conepXaHUs Biaaru

[OCT 18300—87 CnupT 3TWIOBBIH peKTHPHUKOBAHHBIN TEXHHYECKHH. TeXHUYECKHE YCIOBHUSA
[OCT 19275—73 AMMoHui 6pomMucTteiil. TexHUYeckHe yCIOBHUS

[OCT 22772.0—96 Pyabl MapraHieBbie, KOHUEHTPATH! U arioMepatbl. O01Me TpeGOBaHUS K METO-
JaM XMMH4YecKoro aHaau3a

[OCT 24147—80 AMMMaK BOIHBIH 0co60if YuCcTOTHI. TEXHUYECKUE YCIOBHS

3 ObBLIIME TPEBOBAHHUA

OO1ue TpeboBaHUA K MeTodaM aHanu3a — no 'OCT 22772.0.

4 ®OTOMETPHUYECKUM METOJ OIPEIEJIEHUA ®OCPOPA C BOCCTAHOBJIIEHUEM

ACKOPBMHOBOH KHCJIOTON B ITPUCYTCTBUU AHTUMOHWITAPTPATA KAJIUSA
(ITP MACCOBOMU JOJIE ®OCDOPA OT 0,005 10 0,5 %)

Meton ocHoBaH Ha obOpa3zoBaHUM (PocPHOpHOMONHOIEHOBOI TeTEPOITOJIHMKHMCIOTE C MOCIEAYIOIUM
BOCCTAHOBJIEHHEM €€ aCKOpPOHHOBOM KUCJIOTOMR B INPUCYTCTBMM aHTHMOHWITAPTPAaTa KaJUA OO KOMIUIEKC-
HOIro COCAHHEHMs!, OKpPAIIEHHOIo B CUHUI LIBeT. MBILUBSAK OTTOHSIETCS NMpPEeABApPUTEIbHO B BHIe 6poMHIa.

H3nanue odpunmanbioe
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41 Annmapatrypa U peakKTUBBI

[Teyr MydenbHasi, obecneynBarolas Temriepatypy Harpesa no 1050 °C.
DoTO31EKTPOKOJOPUMETP WIH CIIEKTPOPOTOMETP.

Turau nmnatudosele o 'OCT 6563.

Hatpuii yranexkucasiid mo I'OCT 83.

AMMoHU 6poMucTteiit o N'OCT 19275.

Ammuak BoxHbeii o 'OCT 24147 wiu TOCT 3760.

Kanuit dochopHokucablii onHo3aMenleHHbI o [OCT 4198.
Kucnora azorHas o TOCT 4461.

Kucnota cepHas nmo 'OCT 4204 u pazbapneHHasa 1:1.

Kucnora consinaa no 'OCT 3118 u pas6asineHHas 1:9.

KucnoTta xJiopHasi IutotHocThio 1,51 r/em3.

Kucnora ¢ropucroBonoponHas mo F'OCT 10484.

Kucnorta ackopbuHoBsasi, pactsop 10 r/aM? cBEXENPHUIroTOBNEHHBIH.
Cniupt 3TWIOBBI peKTHGHUKOBAaHHBIN TexHUYecKUi o [OCT 18300.

Kanuit cyppbMSITHOBHHHOKMCIIBIH (AHTUMOHWITAPTPAT).

Hatpuit ceprucrokucisiit o FOCT 195, pacteop 100 r/mm3.

AMMoHU MoubaeHoBoxkuciablii no F'OCT 3765.

Eciu MOMUOIEHOBOKMCHIBIN aMMOHUU HMMeeT KBATHPUKALHIO «4.J.d.» WIH «4.», ero HeoOXoaumMo
MepeKPUCTALUTA30BaTh CIEHYIOLUIUM 06pa3oM: 250 r MOTHOIEHOBOKHCIOro aMMOHKS pacTBopsiioT B 400 cm?
sonbl Impu 80 °C, npubaBiIsSiOT aMMHaK A0 ABHOTO 3alaxa ¥ ropAYydid pacTeop pUIbTPYIOT Yepe3 IUTOTHBHIN
dwisTp B cTakaH, conepxawuit 300 cM? atwroBoro cniupta. Pacteop oxnaxaaror no 10 °C u paior emy
OTCTOSITECH B TedyeHHe | 4. Brimasiuue Kpuctauibl oTGWIBTPOBBIBAIOT HA BOPOHKY bloxHepa, orcachiBas
MAaTOYHBIN pacTBop. KpHcTauiel MpoMBIBAIOT 2—3 pa3a 3TWJIOBBIM CIIHpTOM MopuusaMH o 20—30 cMm’ u
BBICYLLIMBAIOT HA BO3IYXE.

MonubneHoBbIll peakTuB: 1,74 r MonuOIEHOBOKHCAOr0O aMMOHUS pacTteopsAloT B 100 cM? Bonpl,
npwiuBaoT 21 cM? cepHOIl KHUCIOTHI, MepeMelIMBalOT M oxjiaxnawT. K pactsopy npubasnsior 0,15 r
aHTHUMOHWITAPTPATA Kajius, MIpeaBaApUTEABHO PaCTBOPEHHOro B BOIE, MepeMellidBalOT, JOJIUBAIOT BOAOH
no 250 cm3 ¥ BHOBB IepeMelInBaioT.

CraHpapTHbie pacTBophl docdopa.

PacTtBOp A, MPUIrOoTOBJIEHHBIN ciaenyonmMm obpasoM: 00,4394 r onHo3aMe1IEEHHOTO GOCcHOPHOKMUCIIOro
KaTus, nmpeaBapuTeabHo BbicylieHHoro npu 105—110 °C B TeyeHune 1—2 4y, noMelllaloT B MEPHYIO KOOy
sMecTUMOcThIO 1000 cM3, pacTBopsioT B 100 cM? Boabl, JOJUBAIOT BOAOM 00 METKY M NEpEeMeELHBAIOT.

1 cm3 pactBopa A conmepxwut 0,0001 r docdopa.

Pacteop B, nmpHroroBleHHBIH claeqyiollUM 0Opa3oM: aIMKBOTY CTaHAapTHoro pactsopa A 10 cm?
[OMELLUAIOT B MEPHYVIO KOOy BMecTUMOCThIO 200 cM3, DONHBaIOT BOIOM A0 METKH U MEpeMelLHBaIOT.

1 cM? pacTBopa b comepxut 0,000005 r pocdopa.

PactBOp b roroBsat nepen ynorpebieHueM.

42 IIpoBegeHHue aHanUu3a

4.2.1 Macca HaBeckM npo6bl U AJIMKBOTA aHAIU3UPYEMOIO pacTBOpa B 3aBUCHMOCTH OT MacCOBOM
noan docdopa HOJDKHBI COOTBETCTBOBATh YKA3aHHEIM B Tabnuue 1.

Tadonumua 1

Maccosas nons docdopa, % Macca HaBeckH, T AJTMKXBOTa, CM°
Or 0,005 10 0,05 BKTIOY. 1 | 10
Ce. 0,05 » 0,2 » 0,9 5
» 02 » 05 » 0,2 | 5

4.2.2 Hasecky npo6nl moMeLaloT B ctakaH BMeCTUMOCThIO 250—300 cM3, cMaYyuBaIOT HECKOJNbKMMH
KAaIUISIMY BoIbl, MpWiIKBaioT 10 cM3 conssHOM KMCIOTBI, 5 cM? a30THOM KMCJIOTBI, 5 CM> XJIOPHOM KHCJIOTHI,
3aKpBIBAIOT CTaKaH 4YacOBBIM CTEKJIOM M PacTBOPSIOT NPH YMEPEHHOM HarpeBaHMH. 3aTeéM YCWIHBAIOT
HarpeBaHHUe OO TOJHOro pacCTBOpPeHUs HaBeckH nMpoObl. CHUMAIOT YacoBoe CTeKJIo, OOMBIBAIOT €ro BOAOH
U BBITTAPUBAIOT PACTBOP IO ITOSIBJICHHS MAapoB XJIOPHOM KMCAOThI. PacTBop oxytaxaaoT, oOMBIBaIOT CTEHKH
CTaKaHa BOAOH M BHOBBb BBINNAPHUBAIOT PACTBOP MO NOSBJAEHHUS IApPOB XJIOPHOM KHCAOThI. OXxnaxmalor,
npwiusaior 30 cM? BoAbl M HArpeBaloT A0 KUIEHHUS.

Ecan pacTtBop UMeeT KOpMYHEBAThIM OTTEHOK WM NMPOMCXOIMT BbIMAACHHUE 0CaAKa ABYOKHMCH MapraHlia,
n06aBsIOT 2— 3 KaIUIM pacTBOpa CEPHHUCTOKHMCAOIO HATPHUA M HarpeBaoT 10 NOJHOIO ITPOCBET/ICHUS pacTBOPA.

4.2.3 Hagecky marepuasia, coaepXallero opraHM4eckne rnpuMecH, rnepen paCTBOPEHHUEM IIpeiBapH-
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TeabHO npokaiusaloT B dpapdoposom turne nipu 600—700 °C B TeyeHue 15—20 muH. ConepxuMoe TUINA
OXJIAXKIAIOT U KOJIMYECTBEHHO MEePEeHOCAT B cTaKaH BMeCTUMOCThIO 250—300 cm?.

PainoxeHue HaBecKH NMpoBOAAT, KaK yKa3aHo B 4.2.2.

4.2.4 TlonydyeHHbIil pacTBOp GWILTPYIOT Yepe3 QWIbTP CpeaHEN TUIOTHOCTH € nobaBiieHUEM PIIbT-
poOYMaXXHOIM Macchl, OCTaTOK Ha ¢UILTpE MPOMBIBAIOT 35—6 pa3 ropsg4ei CoONsIHON KHUCJIOTOM, pa3baBiieH-
Hoit 1:9, u 3—4 pa3a ropsyeii Bogoil. PUILTPAT COXPAHSIOT B KAYECTBE OCHOBHOIO pacTBOpaA.

Eciu B UCTIBITYEMOM MaTepHaie oTCYTCTBYIOT HEPACTBOPHMBIE coeIMHEHUS dochopa, MOCIECAYIOLIYIO
00paBoTKY HEPACTBOPUMOIO OCTATKa OITyCKAIOT.

OwibTp C 0CTATKOM MOMEILAIOT B IUTATUHOBBINM TUreJIb, BBICYLLMBAIOT, O30JSIIOT U ITPOKAIUBAIOT NPHU
500—600 °C. Turenb ¢ oCTaTKOM OXJAXIAIOT, OCTATOK CMAaYHBAIOT BOOOH, NPWJIKBAIOT 3—4 KAIUIM CEpHOMU
KucnoTel, pa3basieHHoil 1:1, 5—7 cM’ PTOPHUCTOBONOPONHONH KHUCIOTHI M BBITAPUBAIOT JOCYXa. 3aTeM
npoxkanusalor octatok npu 500—600 °C. Turenp oxnaxnaior, npubaBasior 1 I yrjaekMcioro HaTpus H
crutasistoT ipyd 950—1000 °C.

Turenb ¢ IUIABOM MOMEILAIOT B cTakaH BMecTuMocTbiO 200 cMm3 M BhIlIENaYMBalOT wiaB B 60 cm>
ropsiyeii BoJbl, TUTre/ib BBIHUMAIOT U3 CTaAKaHa, OOMBIBAIOT €ro Booi. PacTBop KUMSATAT B TeUeHUE 2—3 MUH
U GUABTPYIOT Yepe3 dunbTp cpeaHeEH TUIOTHOCTH. PUNBTP C OCTATKOM NMPOMBIBAIOT 5—6 pa3 ropsueil Bogoit
1 orbpachiBaloT. GunbTpaT NPUCOCAUHAIOT K OCHOBHOMY PacTBODY.

O6BbeIMHEHHBI pacTBOpP, €ciH Heobxomumo, BeImapuBaoT o 60—70 cMm3, mepenuBalOT B MEPHYIO
Kob6y BMecTUMocTbio 100 cM?, mONUBAIOT BONOI A0 METKU U TNepeMEeUIHBaIOT.

4.2.5 OTOHUpaloT ATMKBOTY B COOTBETCTBMHU ¢ Tabiuuei 1 B ctakaH BMecTUMOCTBIO 100 cM3, nmpuiu-
BalOT 1 cM3 XJIOpHOIT KMCIOTB! M BBIMApHBAIOT OO I'YCTOTHI MApOB XJIOPHOM KUCHOTHI.

Conu pactBopsiioT B 50 cMm3 Bompl, NPWIKBAIOT 5 cM3 pacTBOpa MOJHMOGAEHOBOro peakTHBa, 5 cM3
pacTBopa aCKOPOMHOBOI KHUCJIOTHI, MepeMellnBaloT. Yepes 15 MHH pacTBOp MepeIUBAIOT B MEPHYIO KOJIOY
BMecTMocTbIO 100 cM3, moNMBaOT BOOOM O METKU M MEpEeMELLINBAIOT.

OnTHUYecKyIo IUTOTHOCTb PacTBOpA U3MEPSIOT Ha crieKkTpodoToMeTpe NpH JUIHHE BOJHbI 880 HM Wi
Ha POTOIJIEKTPOKOJIOPHUMETPE B HHTepBaIe WIHH BoJdH 680—750 wiu 830—920 HM.
B kayecTBe pacTBopa CpaBHEHMS MCITOJIb3YIOT BOIY.

4.2.6 Tlpu HanuuuM B Mpobe MbIIIBAKA K AJIMKBOTE pacTBOpa, NOMELeHHON B CTaKaH BMECTUMOCTBIO
100 cM3, mpunuBaoT 5—10 cM?3 consiHo KMCIO0ThI, 1 cM? xJTopHOUM KHCNOThI, pubasisior 0,1 r 6poMucToro
aMMOHMUSA, HArPEBAIOT 10 KUIIEHUSA W BBIMAPUBAIOT PACTBOP N0 HaYaJIa BBUICNCHUA MTAPOB XIOPHON KUCHAOTHI.

IIpy Hatuyuu Oypoil oKpackd ocTarka obpaboTKy COJMSIHONH KHCJIOTOH mnoBTOpAOT. CoJIM pacTBOPSIOT B
50 cM? Boabl M Janee onpelelieHHe MPOAOIKAIOT B COOTBETCTBUHM C 4.2.5.

4.2.7 J1nsa BHeceHHUs MOMNPABKH HAa coaepxaHue docdopa B peaKTHBaxX depe3 Bce CTAOAUH aHAIM3a
MMPOBOIAT KOHTPOJIBHBIN OIIBIT.

[lo HalinEeHHOMY 3HAYEHUIO OITTHYECKOM TUIOTHOCTH aHAUTH3UPYEMOTO PACTBOPA 32 BLIYETOM 3HAYEHUA
ONTHYECKOH IUIOTHOCTH pacTBOpa KOHTPOJBHOIO OMbITA HAXoAAT Maccy ¢ocdopa Mo rpayHpoBOYHOMY
rpadUKy.

4.2.8 115 nocTpoeHUs rpaflyupoOBOYHOTO rpaduKa B IMATh CTAKAHOB U3 i11eCTH BMeCTUMOCTHIO 100 cMm?
npuwiuBawoT 1,0; 2,0; 4,0; 8,0 u 12,0 cM? craHmapTHoro pactsopa docdopa, yro coorsercrByer 0,000005;
0,000010; 0,000020; 0,000040 u 0,000060 r docdopa. Bo Bce crakaHbl NMPHIMBAIOT MO 1 cM3? XIOpHOM
KUCNOTbl U BBINTAPMBAIOT A0 FYCTBIX NMApoB XjaopHoi XucinorThl. Oxnaxnaior. Coau pacTeopsiorT B S0 oM’
BOIIbI, TPHJIKBAIOT MO 5 cM? pacTBopa MOJHMOZEHOBOro peakTBa M Mo 5 cM? pacTBopa acKOpOMHOBOM
KMCJIOTBI, NepeMeIlunBaloT. Yepes 15 MUH pacTBOpHI NEPEJHBAIOT B MEPHBbIE KOJIObI BMECTUMOCTBIO 100 cM3,
NOJIKBAIOT BOXOM OO METKH, NMEPEeMEILUBAIOT U JaJjiee NMPOJOJIKAIOT B COOTBETCTBUH C 4.2.5.

PactBop 1ectoil Koabbl, He coaepXallyif CTaHAAPTHOro pactBopa docdopa, CAYKHT KOHTPOJbHBIM
OIbITOM IS I'PalyHpOBOYHOIO rpaduka.

[lo HalmeHHbIM 3HAYEHUSIM OINTHYECKOM IUIOTHOCTH PAacTBOPOB Ui IpalyHpOBOUYHOro rpadpuka 3a
BbIYETOM 3HAYEHMA ONTHYECKOH [UIOTHOCTH PAacTBOpPA KOHTPOJBHOIO OIBITA U COOTBETCTBYIOLUUM HM

MaccaM docdopa CTPOAT I'paIyUpPOBOYHBIN IpaduK.
4.3 O6bpaboTKa pe3yJabTaToOB

4.3.1 Maccosyio a0 pocdopa Ap B NMPOLEHTAX PACCYUTHIBAIOT 110 hopMyJie
. 100
Xo =" . K

m

rae m — Macca ¢ocdopa B ob6beMe pacTBOpa, MCIOJIb3YEMOro IS M3MEpEHUS! ONTHYECKOM IUIOTHOCTH,
HailIeHHas Mo rpalyMpoBOYHOMY IpaduKy, T,

m; — Macca HaBeCKUM TNpoObl B oObeMe pacTBOpa, MCIOAbL3YEMOTo IUIsi M3MEPEHUS OITHYECKOM
IUIOTHOCTH, T;

K — x03¢pPULHMEHT nepecyera MaccoBoit nonu gocdopa Ha MACCOBYIO JOJIIO €r0 B CYXOM MaTepHae
(cM. TOCT 22772.0).
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4.3.2 HopMbl TOYHOCTH U HOPMATHBBI KOHTPOJIA TOYHOCTH onpeaeacHuss MaccoBoit noau ¢gocgdopa
IOJIXHBI COOTBETCTBOBATh YKa3aHHBIM B TabiuLe 2.

Tadonanunua 2 %
Maccosas aoag docdopa A d, d, d, o

I|L -1
Ot 0,005 nmo 0,01 BxTIOU. 0,002 0,002 0,003 0,003 0,001
Cs. 0,01 » 0,02 » 0,005 0,005 0,006 0,006 0,003
» 0,02 » 0,05 » 0,008 0,008 0,010 0,010 0,005
» 0,05 » 0,1 » 0,012 0,013 0,015 0,015 0,008
» 0,1 » 0,2 » 0,016 0,017 0,020 0,020 0,010
» 02 » 0,5 » 0,032 0,035 0,040 i 0,040 0,020

5 ®OTOMETPNYECKHUN METOJ OITPEIEJNEHHUSA ®OCPOPA C BOCCTAHOBJIEHUEM
CEPHOKUCJIBIM I'MJIPA3HHOM (ITPU1 MACCOBOH JOJIE ®OCPOPA OT 0,005 1O 0,5 %)

Meton ocHoBaH Ha o6pa3oBaHUU POCHOPHOMOJUOACHOBOH IeTEPONOJUKHCIOTH C MOCIEAYIOLUM
BOCCTAHOBJIEHHEM €€ CEPHOKHUCJBIM M'MIPa3suHOM IO KOMILIEKCHOIO COeNMHEHUs, OKpallleHHOro B CUHMIA
I{BeT. BiusiHUE MBIIUBAKA YCTPAHAETCS MpeABAPUTEIbHBIM BOCCTAHOBJIIEHHEM €ro CEpHOKHUCIBIM HAaTpHUEM.

53.] AnnmapaTtypa M peakTHBBHI

[leyr MydenbHasi, obecrieyuBaollas TeMreparypy Harpesa go 1050 °C.

(DoT03/1eKTPOKOJIOpUMETP WIH CNIeKTpOodOTOMETP.

Turnu rwatuHoBbie o I'OCT 6563.

Harpuit yrnexkucnasiidi mo N'OCT 83.

Kanuit pocpopHokucabiid onHo3aMenieHHbIH mo TOCT 4198.

Kucnorta conssHas o 'OCT 3118 u paszbasineHHast 1:9.

Kucnora azotHad o 'OCT 4461.

Kucnora cepHada o I'OCT 4204, paszbasneHHast 1:1.

Kucnora xyopHast rwtotHocThio 1,51 r/cm3.

Kucnora ¢propucrosonopoatas no 'OCT 10484.

Ammuak BoaHbIN o N'OCT 24147 wnu 'OCT 3760.

Cnupt 3TWIOBBINA pekTudUKOoBaHHBIN TexHUYecKuit mo T'OCT 18300.

Hatpuit cepuucroxucnsiif mo 'OCT 195, pacteop 100 r/oM3: 100 r coan pacrsopsiior B 700 cm3
TeIUIOH BOABI, GUIBTPYIOT M HOJMBAIOT BoAOH 1o 1 aM3. PacTBop roToBsiT nepes NpMMEeHEHHEM.

AMMOHU MonnbaeHoBokMcibii 1o 'OCT 3765, pacteop 20 r/om>: 20 r conu pactBopsior B 100 cMm3
Teruio Bonbl, npwiKBaior 700 cM? cepHoit KMcioThl, pa3basieHHoON 1:1, nonuBaloT Boaoil no 1 aM3 M
[IEpeMELIUBAIOT. PacTBOp roToOBAT Nepel NMpUMEHEHUEM.

Ecnu MonubaeHOBOKMCHBIA aMMOHHNA HMeeT KBUIHDUKALMIO «Y4.4.a.» MIK <«4.», ero HeoOXOOUMO
MMepeKpUCTALIH30BATh, KaK YKa3aHo B 4.1.

I'mapasux cepHokucapiit o F'OCT 5841, pactBop 1,5 r/aM? cBexXeNnpHUroTORIEHHMDIIA.
MonuGneHosbiit peaktuB: 250 cMm? pactBopa MonubaeHoBokucioro amMmoHus, 100 cm3 pactBopa

CEPHOKMCJIOro ruapasuHa U 650 cM? BoIbI THIATENBHO MEpeMEIUXBAIOT. PacTBOp roToOBAT Nepen NpUMeEHe-
HHEM.

CraHaapTHbIe pacTBophl pocdopa:

PactBop A, NpHUrOTOBJIEHHBIN cieayiouiMM obpasoM: 0,4394 r onHo3aMeLeHHOro GochOpHOKHUCIIOro
Kanus, NpeABApUTEIbHO BhicylleHHOro 1npv 105—110 °C B TeyeHne 1—2 4, MOMeLIAIOT B MEPHYIO KOGy
BMecTHMOCTbIO 1000 cM?, pactBopsiior B 100 cM3 BoIbI, AOAMBAIOT BOKOH 10 METKM M TEPEMELLIMBAIOT.

1 cM? pactBopa A conepxut 0,0001 r ¢ocopa.

PactBop b, npHrorosiieHHsI ciemyioliuM oOpa3oM: aJIMKBOTY CTaHAApTHoro pacteopa A 10 cm3
[IOMELIAIOT B MEPHYIO K06y BMecTUMOcTbIO 100 cM>, 1oNKBaIOT BOMOI K0 METKH M MEpeMELLMBAIOT.

1 cM® pactBopa conepxur 0,00001 r docdopa.

PactBop b rotoBsiT nepea npuMeHEHUEM.

5.2 I[IlpoBegeHue aHanusa

J.2.1 Macca HaBecku npo6Gbl B 3aBHCHMOCTH OT MaccoBoi Hoau ¢ocdopa 10JKHA COOTBETCTBOBATD
YKa3aHHOH B Tabiuuue 1 (4.2.1).

5.2.2 PactBopeHHMe — KakK yka3aHo B 4.2.2 u 4.2.3.
5.2.3 O6paboTKa HEpaCTBOPUMOTroO OCTaTKa — 1o 4.2.4.

5.2.4 TlonyyeHHBIH pacTBOp, ecU HEO6X0AMMO, BhINApUBAIOT 10 60—70 cM3, MepennBalOT B MEPHYIO
KoJi0y BMecTHMOCTRIO 100 cM?, NONUBAIOT BOMOI 10 METKH M TepeMEeLLHBaIOT.

3.2.5 ANMKBOTY Mnojy4eHHoro pactsopa 10 cM3 nmomelnalor B ctakaH BMecTUMocTbio 100—200 cm3,
4
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npunuBaloT 10 cM? pacTBopa CEpHHCTOKHMCIOro HAaTPHUsA, NMEpeMEIMBAIOT, JAIOT MTOCTOATh IIPH KOMHATHOM
TeMIepaType 2 MHH, 3aTeM HarpeBalOT pacTBOp Ha KUMALUe! BodsHoM OaHe B TeyeHUe 10 MUH, MOrpy3uB
XUMMWYECKHI CTaKaH B BOAY OO YpOBHA pactBopa. CHHMAIOT CTaKaH C BOASHON GaHH, NMPWIKBAIOT 25 cM3
pacTBopa MOJUOIEHOBOrO peakTHUBa, NEPEMELINBAIOT, JOBOIAT PACTBOP OO KHUIIEHHUS WM BbUICPXHWBAIOT Ha
KUNSLei BoassHoi 6aHe B TeyeHUe 20 MUH. PacTBOp 0xJ1aXXIal0T 10 KOMHATHOM TEMIIEpaTyphl, [IEpeaUBaloOT
B MEPHYIO KoN6y BMecTUMOCTbIO 100 cM?, nonMBaloT BOJOM 10 METKH M NMEPEMELUMBAIOT.

OnNTUYECKYIO TUTOTHOCTh PacTBOpa U3MEpPSIOT HAa cneKTpoPoTOMETpE NPU IIMHE BOJHLI 825 HM WIH
Ha doTo3NeKTpoKoNiopUMeTpe B MHTepBane IAUH BoNH 680—900 HM.

B xauecTBe pacTBOpa CpaBHEHHMSA HUCIMOJb3YIOT BOLY.

5.2.6 Ins BHeceHHUs TNONPaBKU Ha colaepxaHHe ¢ocdopa B peakKTUBAX Yyepe3 Bce CTAAMM aHaIIMU3a
MPOBOAAT KOHTPOJIbHbIN OIBIT.

[To HailmeHHOMY 3HAYEHU IO ONTHYECKOMN IUIOTHOCTH aHAJIM3UPYEMOrO pacTBOpA 33 BbIYETOM 3HaYEeHUST
ONTHYECKON TUIOTHOCTH PAaCTBOPa KOHTPOJIBHOIO ONbITa HaxoAsAT Maccy ¢ocdopa 1nmo rpalyupoBOYHOMY
rpad@uKy.

5.2.7 J1ns nocTpoeHus rpakyHpoBO4YHOro rpad@rKa B NMATh CTAKAHOB U3 LIECTH BMecTUMOCThiO 100—
200 cM3? npunusatot 1,0; 2,5; 5,0; 7,5 u 10 cm? craHmapTtHoro pactsopa ¢ocdopa b, 4To cooTBETCTBYET
0,000010; 0,000025; 0,000050; 0,000075 u 0,000100 r docdopa. Bo Bce crakansl npuwiusalor no 0,5 cm3
XJIOPHOM KHMCHOThI, o 10 cM’ pacTBopa CEpHHCTOKHCAOrO HaTpHUs M JaJiee NMPOAOJXKAIOT B COOTBETCTBHH
c 5.2.5.

PactBop 1ecTOM KOJIObI, HE coOdepXKallMii CTAaHAAPTHOTO pacTBopa docdopa, CAYKUT KOHTPOJBHBIM
ONBITOM IUIA TPaAYUPOBOYHOTO rpacduka.

[To HallAeHHBIM 3HAYEHUSIM ONTUYECKO TUIOTHOCTH pacTBOpa KOHTPOJBHOIO OMNbITa H COOTBETCTBY-

IOLUM UM MaccaM docdopa CTPOAT rpanyMpOBOYHDIN rpaduk.
53 ObpaboTka pe3yJbTaToOB

O6paboTka pe3yabTaToB — 1o 4.3.1, 4.3.2.

6 POTOMETPUYECKHUN METO/ OINPEAENEHNA ®OCPOPA C BOCCTAHOBJIIEHUEM
HOHAMMU IBYXBAJIEHTHOTO XEJE3A (ITPU MACCOBOH AOJIE ®OCOOPA OT 0,01 10O 0,5 %)

MeTton ocHoBaH Ha obpa3oBaHUHU PocHOPHOMOIUOAECHOBOH reTEPONOJIHKHCIOTHI C MOCAEAYIOLIMM
BOCCTAHOBJICHHEM €€ UOHAMHU IABYXBAJICHTHOIO XeJjie3a B NPUCYTCTBUU COJSTHOKHUCIOro rMAPOKCHIAMHUHA
IO KOMIUIEKCHOrO COeAUHEHMs, OKpallleHHOro B CUMHUM LBeT. MBIIUBSAK OTIOHSIETCS IpEABAPHTENHHO B
BUIe OpoMHaa.

6.1 Annapatypa U PE€aKTHBHI

[leypb MydenbHas, obecrneyuBarolas teMneparypy Harpesa ao 1050 °C.

PoT0371eKTPOKOJIOPUMETP WIH CieKTpodOoTOMETP.

Turnu rnatuHoBble o 'OCT 6563.

Harpuit yranexucasii no J'OCT 8§3.

AMMOHUH 6pomMucTeiil no TOCT 19275.

Kanuit pocpopHokucasiii onHozaMeweHHbIH no F'OCT 4198.

Kucnora consiHas o 'OCT 3118, pas6asneHHas 1:50, ioTrHocTthio 1,105 r/em3.
Kucnora cepHast mo 'OCT 4204, paszbaBneHHas 1:1.

Kucnora azotHas no 'OCT 4461.

Kucnora ¢propucrosogoponHas rnmo OCT 10484.

AMMHUak BoaHbIi Mo ['OCT 24147 wnau I'OCT 3760 u pazbasnedHsblt 1:1.

AMMoHMI MonubaeHoBokucablit o F'OCT 3765; pacteop 50 r/am3.

Eciu MoaUOIEHOBOKHCABIA aMMOHUN HMEET KBATMPHUKALMIO «4Y.X.a.» WIH «4.», €ro Heobxoaumo
[epEKPUCTA/IN30BATh, KaK YKa3aHo B 4.1.

Cnupt 3TWI0BBIA pekTUdHKOBaHHbIN TexHUYeckuit o T'OCT 18300.

['vnpokcunamuua runpoxnopun no 'OCT 5456, pacteop 200 r/om’.

XKeneso (111) xopua 6-sonHbii (xnopHoe xene3o) no FOCT 4147, pactsop 50 r/am3, MpUroTOBNIEH-

HbI caenyrolM obpazoM: S0 r xslopHoOro xenesa pactBopsioT B 50 cM? constHoi KMCnoThI, pa3baBieHHOI
1:1, pa3baBasoT Boxoit 1o 1 AM? U nepeMeInBaloT.

KBacupi xenesoaMMoHUMHBIE, pacTBop 100 r/mM?, nmpHrotoBneHHHIN ciaenyoluM obpaszom: 100 r
XeJIe30aMMOHUITHBIX KBacLIOB pacTBOpSIOT NpH HarpeBaHUH B 500 cM’ Boabl, MpUIUBAIOT 25 cM3 constHOl
KHCJIOTbI, QWIBTPYIOT, JOJUBAIOT Bodoi f0 1 AM>? M mepeMelIuBaloT.

CraHaapTtHble pacTBopbl dpocdopa:

PactBop A, npurotoBjieHHBIN ciaenylommM obpasoM: 0,4394 r ogHozaMeleHHOro hochoOpHOKUCIOro
KUIMS MNpeaBapuTeabHO BbiCylieHHoro ripd 105—110 °C B TteyeHune 1—2 4y, nmoMelialor B MEPHYIO KOJby
BMecTUMOCTBIO 1000 cm?, pactBopsiior B 100 cM3 Bombl, JOAUBAIOT BONOM 10 METKM U NEPEMELLIMBAIOT.
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1 cm3 pactsopa A comepxut 0,0001 r pocdopa.

Pactsop B, NMpUrOTORIEHHBIH CleQyIOIMM 00Opa3oM: aIMKBOTY CTaHOapTHoro pactBopa A 10 cm?
[IOMEILAIOT B MEPHYIO Koa6y sMecTHMOCThIO 100 cM?, JONMBAlOT BOAOH 10 METKM M NEpeMELIUBAIOT.

1 cm3 pactBopa b conepxut 0,00001 r dpocdopa.

PactBop b roToBsT nepen NpUuMEHEHHUEM.

6.2 [IpoBeneHue aHANHU3A

6.2.1 Hasecky npo6s! Maccoii 0,1 r moMelaioT B ctakaH BMecTUMocThio 100 cM3, npwinBalot 5 cm3
COJISIHOM KHUCJOTBI, PACTBOPAIOT NPH C1aboM KUITEHWMHU W BHIMAPUBAIOT pacTBOP JOCyXa.

[Tpu MaccoBoii oe Mbllbsaka 6oee 0,005 % HaBecKy NpoObI paCTBOPSIIOT B S CM> COJIIHON KUCJIOTHI,
npubassior 0,1 r 6 pOMHUCTOrO aMMOHHMST U BBINAPUBAIOT PACTBOP 10 BJIAXHBIX cosiel. 3aTeM MPUIKMBAIOT
2—3 cM3 CONAHON KMCIOTHI U BBINAPHUBAIOT nocyxa. O6paboTKy COMAHON KUCIOTON NMOBTOPSIOT €lle pa3.

K noxyyeHHOMY OCTaTKy NMpWiIHBaloT 1—2 cMm? consiHo#t kucioThbl, 15—20 cM? Boas! ¥ QWILTPYIOT
pacTBop 4epe3 ¢GWIBTp CpedHEeil IUIOTHOCTH, NMpeNBapHUTEIBHO NPOMBITHIH 2—3 pa3a ropsved COSHOM
KucioToit, pasbasreHHoil 1:50. OctaTtok Ha dwibTpe NPOMBIBAIOT 5—6 pa3 ropsyei cCoNgHON KHMCIOTOM,
pa3basieHHO# 1:50, u 3—4 pa3a ropsyeil Bonoit. PWiIbTpaT COXpaHSIOT (OCHOBHOM pacTBOP).

Ecau B UCTIBITYEMOM MAaTepHAIe OTCYTCTBYIOT HEpacTBOpUMBIE docdaTbl, NMOCAEAYIOLUIYIO 00paboTKyY
HEpPaCTBOPUMOIO OCTATKa OITYCKalOT.

6.2.2 Hasecky MarepHana, cooepXallero opraHMYeCcKue NMpuMeCH, rnepen pacCTBOPEHHUEM IpeaABapH-
TeJbHO npokaiusaioT B dpapdoposoM turne npu 600—700 °C B TeyeHue 15—20 MUH.

6.2.3 QuibTp C OCTATKOM ITOMELIAIOT B IUIATHHOBBIK THUICJIb, BHICYILIMBAIOT, O30JISIIOT K ITPOKATUBAIOT
npu 500—600 °C. Tureap ¢ ocTaTKOM OXJIAXIAIOT, OCTATOK CMa4YMBaIlOT BOAOM, MPWIKBAIOT 3—4 KaIUIK
CEpHOI KUCNOTHI, pa3baBaeHHoit 1:1, 2—3 cM? PTOPHCTOBOIOPOAHON KHMCJIOTHI U BBIMIAPHUBAIOT JOCYXa.
Octatok npokantuBaior npu S00—600 °C. Turens oxnaxnarot, npHbaBaAIOT 1 I YIJIEKMCAOro HaTpus H
crutasnsior npu 950—1000 °C.

Turens ¢ rU1aBoM INMOMEILAIOT B CTaKaH BMecTUMOCTBHIO 200 ¢M? M 1U1aB BbILLEIAYMBAIOT NIPH Harpe-
BaHMHU B 40—60 cM’ ropsiueit Boabl. TUreab BEIHUMAIOT U3 CTaKaHa U OOMBIBAIOT Bomoil. PacTBop KUMATAT
B TeYeHUE 2—3 MMH U PUIBTPYIOT Yepe3 QUIbTP CpeaHel TUIOTHOCTH. OCTaToOK Ha PUIbTPE NMPOMbIBAIOT
5—6 pa3 ropsiueil BoIoi U oTOpachIBAIOT.

DunbTpaT NPUCOEIUHSIOT K OCHOBHOMY PacTBODY.

[Tpu maccoBoit none pocdopa donee 0,2 % o6beAMHEHHBIA pacTBOp NMPU HEOOXOMUMOCTH BhINAPH-
BaioT 10 60—70 cMm?, nepennBaloT B MepHYIO K06y BMecTuMocThio 100 cM3, IONMBAIOT BOMOIK N0 METKH U
[IepeMEILUBAIOT.

AukBoty pactBopa 50 cMm? (npu MaccoBoit none ¢pocoopa ao 0,4 %) wnu 25 cM3 (npu MaccoBoit pone
docdopa Gonee 0,4 %) noMewaoT B ctakaH BMecTuMocThio 100 cMm3. AnnkBoTy pactsopa 50 cM3 Belnmapu-
BaloT no 20—30 cM3.

[Ipu MaccoBoit none pocdopa 1o 0,2 % o6bearHeHHbIH pacTBOp BhINMapUBalOT 10 20—30 cm3.

6.2.4 K nosy4yeHHOMY pacTBOpY WIH AJMKBOTE pacTBopa npwivBaloT 10 cM? pacTBopa XJIOpHOro
XKejme3a WIH XeJie30aMMOHHUMHBIX KBAaCLIOB U aMMHUAK 10 TMOSBICHHUS YCTOMYMBOrO OCanKa THIPOOKHCH
XeJie3a, KOTOpbIH OCTOPOXHO pacTBOPSIIOT CONSHOM KMCNOTOH rutoTHocThiO 1,105 r/cMm3, nobamisis ee no
KaruisM, 6e3 u30bITKa. 3aTeM K pacTBOpy NMPWIHMBAIOT 5 cM? pacTBOopa TMAPOKCWIAMMHA U MEIUIEHHO
HarpeBaloT A0 KMIIEHUs, NMPH 3TOM pacTBOp NOJLKEH cTtarb OecuBeTHbIM. Eciu pacTBop OKkpallleH B
XeJTOBATbIM LIBET, MPUIMBAIOT | —2 Kaluilk aMMHaKa.

PactBop oxnaxnaror, npwinBaioT 10 cM? constHONH KHMCNOTHI IUIOTHOCTHIO 1,105 r/cM3 U MemwteHHo,
py nepeMelMBaHuH, 10 cM? pacTBopa MOIHOIEHOBOKMCIOr0o aMMOHHUA. PacTBop nepenunBaioT B MEPHYIO
xon6y BMecTUMOCThIO 100 cM3, MOJMBAIOT BOOON OO METKM M MEepeMELIUBAIOT.

Yepes 5—10 MHH U3MEPSIOT ONTHUYECKYIO IUIOTHOCTh PACTBOpa Ha crnieKTpodoTOMETpe NMpU JUTHHE
BOJHBI 730 HM WM Ha HOTOINEKTPOKOJOPHMETPE B HHTEpBae WIHH BOJH 680—900 HM.

B xadyecTBe pacTBOpa CpaBHEHHS MCIIOJIb3YIOT BOIY.

6.2.5 JIna BHeceHHUs B pe3yJibTaT aHa/lKM3a NMOMPaBKM Ha comepxaHue docdopa B peaKTUBaX yepes
BCE€ CTaAUH aHAIMN3A NPOBOLOAT KOHTPOJBHBINA OIIBIT.

[1o HaltneHHOMY 3HaYEHU IO ONITHYECKOM ITOTHOCTH aHATM3UPYEMOT0 pacTBOpa 3a BLIYETOM 3HAYECHUS
ONTUYECKOH IUIOTHOCTH pacTBOpa KOHTPOJIBHOIO OIIbiTa HAxonsaT Maccy ¢ocdopa no rpaxydpoBOYHOMY
rpa@HKy.

6.2.6 Jlna noctpoeHUs IrpagyMpoBOoYHOro rpaduka npu maccosoil gone docdopa no 0,05 % B naTh
CTAaKaHOB M3 LuecTH BMecTuMocThio 100 cM? npunuBaior 1,0; 2,0; 3,0; 4,0; 5,0 cm3 cTraHnaprHoro pacrsopa
dochopa b, yro coorserctByer 0,00001; 0,00002; 0,00003; 0,00004; 0,00005 r docdopa.

[Ipu maccoBoit none ¢ocdopa 6onee 0,05 % wisa nocTpoeHUss rpalyMpoBOYHOro rpaduka B YeThipe
CTakaHa M3 nsatu BMectuMoctbio 100 cm? mpunusaror 5,0; 10,0; 15,0; 20,0 cM? craHmapTHoOro pacrsopa
¢ocdopa b, yto coorBercTByet 0,00005; 0,00010; 0,00015; 0,00020 r docdopa.

3aTeM BO BCe CTakaHbl NpwiIKBaloT Mo 10 cM? pacTBopa XJIOPHOro Xeje3a WM XeJe30aMMOHHIHBIX
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KBAcLIOB U aMMHAK JO IOSABJIEHUSA YCTOMYMBOro 0caika FrMApOOKHUCH XeJjie3a, KOTOPbIH OCTOPOXHO PacTBO-
PSIOT COJISIHOM KUCAOTOMH (roTHocThio 1,105 r/cM°), nobaBisa ee Mo KarusiM, 6e3 u3bniTka. K pacteopam
MPWIMBAIOT 1O 5 cM3 pacTBOpa rMAPOKCHIaAMHHA M MEIUIEHHO HarpeBaloT 10 KUIeHUsl. PacTBOp oXJ1aXaaloT,
npwinBaioT o 10 cM3 consgHoM kucaoThl (IWIOTHOCTRIO 1,105 1/cM>) M MEIUIEHHO, NMPH NepeMelIHBaHMH,
no 10 cM3 pacTBopa MOJKMONEHOBOKUCIOr0 aMMOHHSA. PacTBopbl nepejiMBalOT B MEPHBIE KOJIObI BMECTH-
mocTbio 100 cM3, mMOJMUBAIOT BOOOH IO METKH, MEPEMEIUNUBAIOT, U3MEPSIOT ONTHYECKYIO IUIOTHOCTDh, KakK
yKa3aHo B 6.2.4.

PactBop nsartoit (wecroit) koabbl, He coaepXalliei cTaHAapTHOro pactBopa ¢gocdopa, CIyKUT KOH-
TPOJIBHBIM OTTBITOM IUIS FpadyMpOBOYHOrO rpaduka.

[To HaltmeHHBIM 3HAYEHUSIM OIITUYECKOH TUIOTHOCTH pPacTBOPOB 32 BBIYETOM 3HAYEHUS OINTHYECKOH
[UIOTHOCTU pacTBOpa KOHTPOJBHOIO ONbITA U COOTBETCTBYIOLUMM HM MaccaM ¢ocdopa CTPOSIT rpagyupo-
BOYHbIH rpaduK.

6.3 O6paboTKa pe3yaAbTaTOB

O6paboTka pe3yiabratoB — 1o 4.3.1, 4.3.2.

[TPHIOXEHHAE A*
(pexomernoyemoe)

PYIbl 1 KOHUEHTPATDBI MAPTAHIIEBDIE. OIIPEJEJIEHUAE COIEPXKAHNA ®POCPOPA.
®OTOMETPHMYECKHUN METOJ C NPEIBAPUTEINBHBIM 3KCTPATHPOBAHUEM
MOJIUBAEHOBAHAIATA (MCO 4293—82)

1 HASHAYEHHUE U OBJIACTh IIPUMEHEHHA

Hacroslumii cranaapT yCTaHABJIMBAECT 3KCTPAKUMOHHO-POTOMETPHUCCKMI METOJ ONpEIeICHUS CcOoacpXaHMWs
docdopa B MapraHueBbIX pyaax U KOHLEeHTpaTax B Buae ¢ochopHO-BaHAAMECBOMOJIHOACHOBOI0O KOMIUIEKCA.

Metoa npMMeHNM K NPOAYKTaM, coaepxaHue ¢pocdopa B KoTtophix coctaBasieT ot 0,02 no 0,5 % (1o macce).

Hacroswuit cranaapt npuMeHSI1I0T coBMecTHO ¢ UCO 4297 (I'OCT 22772.0).

2 CCbLIKU

NCO 4296-1—84 Pyan Mapraniesbie. OT6op npod. Yacts 1. O16op enmHMYHON npobnl
HCO 4296-2—83 Pynn mapraruesnie. Or6op npob. Yacts 2. [IpurororneHne npob

HUCO 4297—78 (I'OCT 22772.0—96) Pynni M KOHLEHTpaThl MapraHieBhie. MeToohl XMMHYECKOro aHanM3a.
Obwue npasuna NpoBeIacHUS

J CYIHHOCTb METOJA

PacTBopeHne HaBeckH npobst 06paboTKoM CoNsiHOM M a30THOM KHUC/TOTaMH. BhleneHHe KpeMHHs BhITIapUBaHHEM
IO 1apoB XJIOPHOW KMCIOTHI. PacTBOpeHHE coseil B BoAe, OTACICHHE HEPACTBOPMMOro OCcTarka (pHIbTpOBaHHEM H
COXpaHeHHe (pUuabTpaTa B KayeCcTBe OCHOBHOIO pacTBoOpa.

O3oneHue GUAbLTPa C OCTATKOM, NpoxKannBaHue U o6paboTka ero cepHoi ¥ GTOPHUCTOBOZOPOAHON KMCIOTaMM.
CruiaBleHHe OCTaTKa ¢ YIICKMCIBIM HarpueM. PacTBopeHue riiasa B CONHOM KUCIIOTE H NPUCOEAUHEHHE K OCHOBHOMY
pacTBOpY.

BrinapuBaHMe pacTBopa A0 napoB XJMopHOH KMcaoThl. IlepeBoa dochopa B dpochopHo-BaHAAHEBOMONHOAECHO-
BBIH KOMILIEKC.

YcrpaHeHHe BAHMAHUA Xeje3a i MBILUbAKA 100aB/IeHHEM JIMMOHHON KMCIOTHL. DKcTpakuna docdhopHO-BaHaIH-
€BOMOJIUOACHOBOrO KOMIUIEKCA METHNH300YTHIKETOHOM.

PoToMeTpHuECKOe H3MEPEHHE € NMOMOIIBIO CNeKTpodoTOMETpa AN (POTORNEKTPOKOJIOPUMETPA.

. il

%

[IpuMeHs1I0T NpU 3KCNOPTHO-UMIOPTHHIX MOCTaBKax.



IrOCT 22772.6—96

4 PEAKTHUBDI

4.1 KapboHar Harpus 6e330OHBIN.

4.2 ConsiHag KUCJ0Ta IUIOTHOCTBIO 1,19 r/eM3,

4.3 ConsiHag xucnoTa, pasbaBneHHad 1:1.

4.4 ConsiHasi kMcyioTa, pa3basineHHas 1:50.

4.5 A30THas KMCIo0Ta ruotHoctbio 1,40 r/eM’.

4.6 XnopHas KMCJIOTA IUIOTHOCTBIO 1,51 r/eM’,

4.7 Kucnora cepHas ruiotHocThio 1,84 r/cM?, pas6arneHHad 1:1.

4.8 Kucnora ¢hTOpHCTOBOLOPOIHAS TUIOTHOCTRIO 1,14 r/cm>.

4.9 Ammonus sanaaat (NH4VO3), pactsop 2,5 r/mm>.

4.10 AMmonust Monu6aar [(NH4)¢Mo7,0,4-4H50], pacTBop 150 r/am>.

4.11 Kucnora numoHHas [Ci;H4(OH)(COOH);-H,0], pactsop 500 r/om>.

4.12 MetunusobytunketoH (CgH70).

4.13 CraHnaptHhriii pactBop docdopa, conepxawmuit 0,1 r pocdopa B 1 M3,

0,4394 r xanus dochopHoxkucnoro onHoszamMeuleHHoro {KH,PO4 (BbICOKOH YHUCTOTHI)], MpeaABapUTEIBHO BHICY-
mexHoro npH 105 °C B TeueHue 1 —2 4, TOMELAIOT B MEpHYIO Konby BMecTuMocTbio 1000 cM3, pacTBopsiior B 100 cM?>
BOALI, JOBOIAT IO METKHM BOAOH U INepeMellHBalIOT.

I cM> atoro pactBopa comepxwut 0,1 Mr docdopa.

4.14 CranmapTHbii pactBop docdopa, conepxaumii 0,05 r pocdopa B 1 oM.

50 cM> craHaapTHOro pacTBopa docdopa (4.13) noMewmalor B MepHYI0 konby BMecTHMocTblo 100 cM>, noBoasT
IO METKH BOIOH U IEepEMEILINBAIOT.

I ¢M3 atoro pacreopa coaepxut 0,05 Mr dpocdopa.

5 AIITIAPATYPA

O06bIYHOEe naboparopHoe 00OpyIOBaHUE K
5.1 CnekTpoOTOMETp WIH 3NeKTpodPOTOKOIOPHMETP.
5.2 IlnatvMHOBbLIE THIJIM.

6 ITPOBA

Ot60p npob npoBomar B coorBeTcTBUU ¢ MCO 4296-1 (cm. T'OCT 16598), npurororneHne npod6 — B COOTBET-
ctBuM ¢ UCO 4296-2 (cMm. TOCT 16598).

AHanu3upyeMylo npody M3aMenbyaloT A0 pa3Mepa vacTul He 6onee 100 MMK (KOHTPONMPYIOT IPOCCHBAHHCM
yepe3 CHTO COOTBETCTBYIOLIEIO pa3sMepa) U BLICYILIMBAIOT Ha BO3AyXe B 1aOOpPATOPHBIX YCIIOBMSIX.

7 METOOHUKA BbIITIOJIHEHHNA OIIPEAEJIEHUA

7.1 PactBopeHUue npoOHl

Hagecky npo6sl Maccoit 0,5 r moMe1LaloT B CTakaH.BMeCTHMOCTBIO 300 cM3, npuaHBaloT 25 cM3 coNsHON KMCIOTHI
(4.2), 5 cM? asoTHO# KHcnoTH (4.5) M pacTBOpAIOT NpH HarpeBaHUM. Ilocie OKOHYAHMS PACTBOPEHHH NPWINBAIOT
10 cM3 xsiopHO# KHcnoThl (4.6) ¥ BBINApHBAIOT A0 MOARICHHS NMapoB. PacTBOp OXJIaXAAIOT, NPWIMBAIOT 25 cM> BOIH,
HarpesaioT 10 KMIIEHHUS H OTQWIbTPOBLIBAIOT HEPACTBOPHUMBIN OCTAaTOK Ha OBICTPOPHALTPYIOIUHNHA DWILTP, COACpXa-
IMHA buabTpobyMaxHyio Maccy. OuwibTpar cobHUpaloT B KOHMYECKYIO Koa6y BMecTHMocTbio 300 cM>. Ocajok Ha
dbmisTpe NpoMBIBalOT 3—4 pa3a cONTHOM KUCNOoTOM (4.4), a 3aTeM HECKOJIBKO pa3 ropsyeit Boaoit. PuibTpaT COXpaHAIOT
{OCHOBHOM pacTBOP).

Ecan npoba He comepXHUT HepacTBOpUMBIX GocdaToB, GWILTP C OCTATKOM OTOpPachIBAIOT.

7.2 O6paboTka ocTaTkKa

@OUIbTp ¢ OCTAaTKOM INOMEILAIOT B IUIATHHOBBIM THUreNb, O30JSIOT M npokanupaloT npu 500—600 °C. Ilocne
OXJTAXIOCHHUSA THUINA CMayMBalOT OCTaTOK 2—3 KaIUIAMM BOAbl, npHOaBnsaior 2—3 Karwvid cepHoM KMcaoThl (4.8) n
BhIIIapMBaloT gocyxa. Cyxol ocTaToK NpOKaauBaloT rnpH TeMneparype 500—600 °C, oxnaxnalor, npubasnsior 1—2r
yraexkucyioro Hatpus (4.1) u cruasnsaioT npyu 900—1000 °C B reyeHue 15—20 muH. [MoMewaroT THrenb C IUIaBOM B
cTakaH BMecTUMocTbio 100 cM?, npuwiusaior 20 cM3 consHol kucnoThi (4.3) M pacTBOPSAIOT IUIaB NPH HarpeBaHMH.
YnanaioT THrenb M3 crakaHa, NnpenBapUTeNbHO OOMBIB BoZoil. [lonyyeHHBIN pacTBOp KMAATAT M NPHCOCAMHAIOT K
OCHOBHOMY pacTBOpY.

7.3 OkcTpakuusa PocpopHo-BaHAIHEBOMONUDOAEHOBOIrO KOMMNJIEKcCa

Ob6beAMHEeHHbIN pacTBOp B KOHMYECKOH KOJIO¢ BHINMApHBAIOT IO IYCTHIX NApoB XJIOPHOM KMCJIOTHI, OXJI1aXIAloT,
MPWIMBAIOT 25 cM> BOAbl U 5 ¢M> a30THOM KUCIOTH (4.5), 3aTeM KHIIATAT B TEYEHHE 5 MUH.

[1pn conepxannu pocdopa 6onee 0,08 % obbeaHEHHBIN PaCTBOP NEPETHBAIOT B MEPHYIO KOJI6Y BMECTUMOCTDIO
200 cM3, ZOBOAAT IO METKM BOJOH M MEPEMELLIMBAIOT.

Ot nonyyeHHOro pacTBopa OTOMpalOT aTMKBOTY 20 cM?, NMOMELLAIOT ee B KOHHYECKYIO KOJNOY BMECTHMOCTBIO
125 cM3, npuanBaioT 9 cM3 XJI0pHOI KHCIOTH (4.5) M KUIATAT B TeYEHHE 5 MHH.

PacTBop ox/1aX0al0T 10 KOMHATHOH TeMNnepaTyphl, NpwinBaioT 10 cM3 pacTBopa BaHamaTa aMMoHMs (4.9), 15 cmM3
pacTBopa Monubaara aMMoHHA (4.10) M ocTaBasIOT B NOKoe Ha 7 MMH IS pa3BMTHSA OKPACKH KOMILIEKCa.

Ecau copepxaHue TuTaHa B npobe 6onee 0,5 % (no Macce), To NonHoe pa3BUTHE OKPAackH JOCTHraercs yepes | u.

PacTBOp nepeHocAT B IEIUTENbHYIO BOPOHKY BMecTUMOCTBIO 100 cM3, npubarnsior 10 cM? pacrBopa NTMMOHHOM
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xucnothl (4.11), nepeMeliMBaIOT, HEMEICHHO NpHbaBadioT N3 blopeTkH 40 cM? MeTIH306yTHIKeTOHA (4.12) 3KCcTpa-
rMpYIOT KOMIUIeKC B TeyeHue 30 c.

Mocne pasaeneHUust cnoeB HUXHUHA (BOAHRINA) c/iok oTOpackiBaloT. OcylllaioT BHYTPEHHIOK NMOBEPXHOCTDL OTTA-
HYTOI YacTH NEJIMTENbHOM BOPOHKH HeCONbUIMM KyCOYKOM PUbTpoBaNbHON OyMaru. (PUnbTpyIoT opraHuueckuil cnoi
yepe3 cyXoi KpYnHOMOPHCTHIA PMILTP B HEOOBILIOH CYXOH CTaKaH.

74 PoroMeTpHUYECKUE HIMEPEHUHA

MU 3Mepsa1oT ONTHYECKYIO INIOTHOCTbL PACTBOPOB HA CeKTpodhoToMeTpe WIH GOTOJEKTPOKOJIOPHUMETPE IPH [UIHHE
BONIHBI 425 HM B KIOBETE C TOMLIMHON MorioLapolero cnos 1 cm.

B xayecTBe pacTBOpa CPABHEHMA NPUMEHAIOT PAaCTBOP METHIAK300YTHIKETOHAE.

7.5 KOHTpPONBHBIA ONHT

Iing yyera comepxaHusa ¢pocohopa B peakTHBaX Yyepe3 BCe CTAAMU aHAIM3a NMPOBOAAT KOHTPOJbHMMN (XONOCTOM)
ONBbIT.

7.6 TTocTpoeHue rpaayupoBOYHOTro rpadpHkKa

B cemb KoHMYeckux xon® BMecTuMocTbio 300 cM? nomewaoT no 0,25 r METALIKYECKOro MapraHiia BhiCOKOMH
YUCTOTHI, NPUGABNFIOT MO 25 cM> consHoM KUCOTH (4.2) ¥ pacTBOPSIOT NpH HarpeBaHWH. K nosyyeHHBIM pacTBOpaM
npuGasnsioT U3 6toperky 0; 1,0; 2,0; 4,0; 6,0; 8,0 u 10 cM? craHaapTHOro pacTBopa docdopa (4.14), YTO COOTBETCTBYET
0: 0,05; 0,10; 0,20; 0,30; 0,40; 0,50 Mr docdopa, 3aTeM npubaBasIOT 6 cM> a30THON KUCAOTHI (4.5) 1 10 cM? xJ10pHOIK
KMCITOTHI (4.6) M BBINApHBAIOT IO TYCTBIX NapoB XJIOPHOH KucnoTwl. [Tocse oxnaxaeHHsT pacTBopa npubasnsior 25 cM3
BOABI, 5 cM3 a30THOM KHCHOTH (4.5) M KMNATAT B TEYEHHUE 5 MUH.

PacTBOp OX1aXAalOT 10 KOMHAaTHOI TeMreparyphl, npubasnsior 10 cM? pactBopa BaHanata aMMoHusA (4.9).
15 cM3 pacTBOpa Monu6aaTa aMMoHHA (4.10) M oCTaBAAIOT B MOKOe Ha 7 MHH IUIA Pa3BHTHA OKpPaCcKM KOMIUIEKCA. 3aTeM
NPOAONXKAIOT ONpeleNieHUe B COOTBETCTBUM ¢ 7.3, HaUHHas CcO CNOB: «PacTBop MepeHOCAT B AEJIUTEbHYIO BOPOHKY».

[To HaltieHHBIM 3HAYEHMSIM ONTHYECKON TUIOTHOCTH 33 BHIYETOM 3HaYeHMsS ONTHYECKOH TUIOTHOCTH pacTBopa
KOHTPOJILHOTO ONBbITa ¥ COOTBETCTBYIOLIMM MM COaepXaHUaM docdhopa CTPOST rpadyripoBOYHKI rpadMxk.

8 BBIPAXEHHE PE3YJ/IbTATOB

8.1 Pacyer
I1o HallaeHHBIM 3HAYECHHUAM ONTHYECKON TUIOTHOCTH UCCNEyEeMOro pacTBOpa 3a BHINECTOM 3HaYeHHS ONTHYECKOi

TUIOTHOCTH PacTBOpa KOHTPOJIBHOTO ONbITa HaXoAT coAepxaHue ¢ocdopa no rpaAyupoBOYHOMY rpaduky.
Conepxanue docdopa Xp B npoleHTax (1o Macce) pacCYMTHIBAIOT 1o (opMyJie

__m1100 _ m
Xo K= K

" mg - 1000
rae m; — Macca ¢pocdopa, HalAeHHas No rpalyupoBOYHOMY rpadHKy, Mr;
my — Macca HaBeCKH, T;
K — xo3¢pdHLMEHT nepecyera coaepXxaHua ¢ocdopa Ha cogepxaHue ero B CYXOM MaTepHane.

8.2 [lonyckaeMble pacXOXIEHMs MEXIy pe3yabTaTaMM Mapa/lIeAbHBIX ONpele/icHHH He NOJKHHBI IPEBBHILLIATD
yKa3aHHLIX B Tabnulie.

, %
ConepxaHue ¢pocdopa, % (no Macce) - Hofy cxaclrchpa.c xo_x-cn S (no Eacce)_ e —]
Tpn napamnenbHbIX OnpeneaeHUs J1Ba napannenbHbIX OnpeneIcHHs
Ot 0,02 no 0,05 BxiI0U. 0,01 0,008
Cs. 0,05 » 0,10 » 0,015 0,013
» 0,10 » 0,15 » 0,02 0,017
» 0,15 » 0,25 o» 0,025 | 0,020
» 0,25 » 0,50 » 0,040 0,035
» 0,50 » 1,0 » 0,050 0,040
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