rOCT P 50568.3—93
(UCO/P 1595—70)

FrOCYJAPCTBEHHBIA CTAHIOAPT POCCHHCKOR <¢EINEPALIHUUH
RS-

MOYEBUHA (KAPBAMHUJM) TEXHHYECKAS.

OnpeneneHne coaepxaHud KeJjesa.
doTOMETPHUECKH MeTOoA ¢ npHMeHeHHem 2,27 -Ounupnaumia

Urea for industrial use.
Determination of iron conient.
Photometric method with use of 2,2"-bipyridyi

Hara ssenenna 1994—07—01%

1 OBJIACTh IPHMEHEHUA

Hacroawuii ctavaapr ycraHaBauBaer POTOMETPHYECKHH MeToR €
HCoJAb3oBaHHeM 2,2'-GHNHPHAWJIA AJs ONpeleNeHHs <COoJdepKaHHR

>KeJie3a B MoueBHHe (KapOaMmHle), ecliH ero MaccoBas J0Jif NPEeBHILA-

eT uJau paBHa 0,00005 9%.
JJononHuTenbHHe Tpe(OBaHHs, OTPaXKaloliHe NOTPeGHOCTH HAPOA-

HOI'O X03s1HCTBA, BHIAEJECHH KYDCHBOM.

2 HOPMATUBHBIE CCHIJIKH

B HactrosuieM cTaHAapTe HCOOJb30BAaHHW CChUIKH Ha CJAeAyioulHe
CTaHAAPTH:

F'OCT 1770—74 Ilocyna mepHas JabGopaTopHas CTekvisiHHasg, Lln-
JUHHIAPH, MEH3YPKH, KOJOBI, NPoOHUPKU. TexHHYeCKHe YCA0BHS

I'OCT 2081—92 Kap6amua. Texnuueckue yCJ0BHS

[OCT 3117—78 AMMOHHI YKCYCHOKHCJBIH., TexHHYeCKHe yCJOBHS

[OCT 3118—77 Kucanora conisnasg. TexuuyeckHe yCJIOBUSA

[OCT 4208—72 Cosp 3aKHCH XKeJie3a U aMMOHHS JBOHHasi CePHO~
kucaasg (coqab Mopa). TexHHyecKue ycJ0OBHS

[OCT 4223—75 Kanuii cepHOKHCAKH KHCABIA. TexHHYecKHe yc/a0-
BHS

[OCT 5456—79 I'mapokcuiaMuHa ruapoxJopun. TexnHHyeckHe yc=
JNOBHSA

H3nanne odnuuaAbHOE
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[OCT 6709—72 Bopna aucruanaupoBaHHasi. TexHHuYeCKHe YyCJIOBHA

I'OCT 7328—82 Mepr Macch 001ero HasHaueHHsg u oO0pas3uoBLIE
TexHHUecKHe YCJOBUHA

3 CYWHHOCTb METOMA

MeTOo OCHOBaH Ha NPOKaAJHBAHMM BellleCTBa MNpH TeMneparype
800°C, nsaaBseHuHn ocaaka ¢ A00aBKOU 0e3BOJHOrO KHCJIOIQ CEPHOKHC-
JOro KaJiug, pPaCcTBOPEHHH B COJAHOH KHCJIOTe, BOCCTAHOBJIEHUH TpeX-
BAJICHTHOr0O eJe3a ¢ MOMOIUbK THAPOXJOpHAA FHAPOKCHJIaMHHa C
nocqaeAyiouwum oO0pasOBaHHeM KOMIIJIEKCa JABYXBaJIEHTHOro xeJjeda C
2,2’-6unupuaAnJIOM B npHcyrcTBuu OydepHoro pactBopa (pH 4,5—6)

H oTOMETPHPOBAHNEM OKPAHIEHHOrO paCTBOpPa 1npH AJHHE BOJAHB
522 HM

4 OTBOP IPOL
Ot6op npo6 — no I'OCT 2081.

5 PEAKTHBDI

Bona muctruanupoBadHas no F'OCT 6709 uau Boaa 3KBHUBAJEHTHOH
YHCTOTHI.

Kanuii cepHokHeanil kueablit 6e3poaubil no 'OCT 4223.
Kucaora coasinas no 'OCT 3118, pactBop KoHueHTpanny nprOIM-
auteabHo ¢ (HCI) =1 moas/am? (1 H.).

['mapokcunamuna ruapoxyopua no 'OCT 5456, pacTBOp KOHIEHT-
pauun 100 r/oms3

Pacreopsior 10,00 r ruapokcuiaMuna ruapoxjopuga (NHoOH-
HCl1) B Bone u pas6asasitor no 100 cmd.

Ammonnit ykcycHokucauwii no 'OCT 3117, pacTBOp KOHUEHTPAUHH
300 r/am3.  PacmBopsawr 30,00 r yKCYCHOKHCJIOro AMMOHHS
(CH3;GOONH,) B Bone u pasbasasior go 100 cm?® Boao#.

2 2'-6HnHPUANA, PacTBop KOHUeHTpauuu 10 r/AM3 B COJIAHOH KHC-
JloTe.

Pactsopsior 1,0000 r 2,2-6unupuaunaa B 10 cM® pacTBopa COJISSHOH
KHCJIOTH U pasbasasior a0 100 ¢cM® Boaox.

Cosp 3akucu Xejeda ¥ aMMOHHgA ABONHAg CepHOKUCAas (conap Mo-

pa) no TOCT 4208. DranoHHbIE PacTBOp ¢ CcOAepPKaHHeM KeJsel3a
2,00 r/ams3.

7,022 r conu Mopa FeSO, (NH4)SO,-6H,0O nomemaimoT B cTrakas,

nobasagor 50 cMm3 pacTBOpa CEPHOH  KHCJAOTHL  KOHUEHTPAallHH
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100 r/AM? 4 mepeHOCAT KOJUYSCTBEHHO B MEPHYIO K010y BMECTHMOCTBIO
500 cMm3, AOBOAAT BOJAOH AC METKH U NEepeMeIluBaloT.

I cm3® aTtasioHHOro pacrsopa coaepxkur 2,00 Mr xKenesa.

STaJIOHHBIA pacTBOp ¢ coAepxkanueM xeJdeda 0,20 r/ams.

50,0 cM?® 3TaNIOHHOrO pacTBOpa c coiaepxaHdeM xkKede3a 2,00 r/am3
nepeHOCAT B MepHYIO KoJjby BMecTHMOCTbl0 OO0 cM3,  1006aBJafAOT
5 c¢M® pacTtBopa CepHOW KHcJOThHl KoHleHTpauud 100 r/am® u pasbas-
JAIT BOAOH A0 METKH.

] cm? 3TOro 3TadoHHOro pacmBopa coaepxut 0,20 Mr kenesa.

PacTBOp roToBAT HENOCPEACTBEHHO IIepel HCIIOJb30BAaHUEM.

IDTaJOHHLIH pacTBoOp ¢ conepxkaHueM xkenaesza 0,010 r/am?.

50,0 cM3 3TasloOHHOrO pacTBopa c coaepxaHueM xkeJsesda 0,20 r/amd
nepeHoCcAT B MepHVI0 K00y BMecTuMocThbio 1000 ¢cM® u  pasbasiasiorT
00 METKH.

I ¢M?® 3TOrO0 3TajsoHHOro pacrsopa coiepxKHut 0,010 mr xenesa.

PacTBOD roToBsAT HEOCPEACTBEHHO Nepell HCNOJb30BAHHEM.

6 ANNIHAPATYPA

OOniuHag sabopaTopHasa anmaparypa H
[1IOCKOAOHHBIH NAATHHOBBIH THredbp OKOJo 90 MM AHaMeTpoM H
20 MM BBICOTOH.

CnexTpodoToMeTp HJIH (HOTOIIEKTPOKOJOPHUMETD.
KioBeTpl TOALIMHON ca0d 10 MM.

Becni nabopatophbie obuiero HasHauenus tena BJIP-200 u runa
BJIP-1000.
Ha6op rupp I'-2—210u I'-3—1110 no I'OCT 7328.
Koabn 1(2)—1000—2, 1(2)—500—2, 1(2)—100—2, 1(2)—50—
2no I'OCT 1770.
[luneTkH BMecTUMOCTBIO I, 2 H 5 CM3.
biopeTKka BMecTHMOCTBIO 50 ¢M?.

7 ONPEREJIEHUE

7.1 BapemnBarwt (10040,1) r xapOamuaa.
72 KOHTDPOJBHBIH OMNBHT

[lapanaejqpHO npOBOAAT KOHTPOJIbHBIK ONBT MO TOH Xe METOAHKE
H C TEMH XKe KOJHUYECTBAMH PEaKTHBOB, YTO H IPH OIpeae/ICHHH.

7.3 lloctpoeHne rpafAyHpOoBOYHOro rpadpukKa

71.3.1. [Ipuzorosaerue pacrTgeopog cpasHerua QAR GOTOMETPULECKUL
WIMEPEHULL

B 11 MepHBbix Koa0 BMecTHMOCTbIO 100 cM? nmepeHOCAT COOTBETCT-
ByIOlHe oObeMbl 3TAJOHHOrQ PAacTBOpa xkeJe3a, yKka3aHHbe B TabAHUILe.
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B xaxayw Koa0y AO0aBJSAIOT KOJHYECTBO BOJbLI, HEOOXOAHMOe AJIS
TOro, uto6nl AoBecTH o0beMm ao 50 cM3, 3arem ymobaBasor 2 ¢Mm3 pact-
BOpa COJSIHOH KHCJOTBHL H 2 CM? pacTBOpa THAPOXJOPHAA THAPOKCHJ-
AMHHA, nepeMelldBas mocJje Kaxkgaoro pobaBieHuss. OCTABJAAIOT KOJOLE
B 1OKOe B T€YeHHe O MHH, 3aTeM H00ABAAIOT 5 CM? pacTBOpa YKCYCHO-
KHCJA0ro aMMouHs H 1 ¢cM® pacTBopa 2,2'-6unupuiuia. Pasbasasor 1o
METKH, TIHATEeNbHO NEPEMEINHBAIOT H OCTaBJAIOT B NMOKOe Ha 10 muH.

Tabnuuya

Of6BeM 3TANOHHOIO PACTBODA ¢ COJep-
KaHneM xesesa 0,000 r/am?, cm? Macga xeaesa, MKr

O* {
5.0 50
10,0 (100
15,0 150
2.0 200
250 1250
30.0 300
35.0 350
400 400
45 0 450
500 500

* KOMBEHCHPYIOUIHH PACTBOP

7.3.2 doToMmeTpHUECKOE H3MEpeHHE

[IpoBoast d¢QoToOMeTpHUECKHe H3MePEeHHs Ha CHeKTpodoToMeTpe
NPpH AJHHE BOJHHK 522 HM HJH DOTO3JEKTPOKOJOPHMETpe ¢ COOTBETCT-
BYIOIIHM CBETOMHJILTPOM, YCTAHOBHB NPpHOODP Ha HyJleBOoe NMOMVIOHIEHHE
NO KOMNEHCHPYIOUIEMY PacTBODY.

Ctpodar rpadHuK, oTKIaAbBasg N0 OcH abclUucc CoaepKaHHE XKede3a
B MHKporpamMMax Ha 100 cMm3® KojOpHMeTpHpPyeMOro pacTBopa, a Io
OCH OPAHHAT — COQTBETCTRBYIOIIEE 3HAYEHHE NOrJIOLLIEHHS.

74 IlpoBeneHHe aHaJdH3a

Harpesalor tureJip Hajg HeOOJBIIUM IIJJaMEHEeM H IOMellaloT B Hero
yacTbh Npoodhl.

[locne pacnsaBJeHHsi J00aBJAAIOT HEOOJBUIHMH HOPUHAMH OCTAB-
IYIOCH 4YacTh NPoOBI, OXKHAAS MocJe KaxKaoro Ao6aBJgeHHsT pacHaRn-
JIEHHA NPOAYKTa.

Ilocne nosyueHHst TBepAQH Cepoil Macchl NOMeLlalT THredb, <O-
REDKAULUH BeulecTBO, B 3JACKTPHYECKYI0 INE€Yr MNPH  TeMieparype
300°C. INoctenenno noBbillasg TeMmnepatypy go 800°C, mporoaxalor
HAPpeBaTh A0 IOJIHOTO NPOKAJHBaAHHUA ocalka. V3Baekalor turenr H3
neyu M oxJgaxnalor ero. Jlobasasiwor 8 Turear (140,01) r xucaoro
CeDHOKHMCJOIro XKaJHg M DacCnJjaBJsIOT HaJa mjiaMeHeM, BHJepXHBaIOT
nJjas B Teuenue 10 MHH M 3aTeM OXJaxX1aloT. PacTBopsioT nJjas, Cler-
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Ka nojaorpesBas, B 2 c¢cM® pacTBOpa COJSHOH KHCJIOTH H 10 cM® BOAHIL
IlonyyeHHBIlI pacTBOp HMOMEIAIOT B MEPHYK KOJOY  BMECTHMOCTBIO
50 cMm?3, npH HeoOXOAHUMOCTH OT(HJLTPOBEIBAsA, pa3daBJAAIOT A0 METKH
H NepeMellnBaloT,

Ilepenocar B mepHylo Koaby BMmecTHMOCTbI0 100 CM® a/IHKBOTHYIO
4aCTb aHaJH3UPYeMOro pacTBOpa, cojaepxauyio H0—5H00 mxr Fe.

[Ipu yeoGxogumocty pasbasasiior go 950 ¢M® U MOC/JAEAOBATEJbHO
J00aBAgioT, NepeMeliuBas nocJge Xaxaoro AobaBjeHusi, 2 ¢M3 pactTBoO-
pa COJAHOH KHUCJAOTHI U 2 CM° pacTBOopa THIAPOXJOPHAA THUAPOKCHJI-
amubga, OCTaBAdI0OT B NOKOE Ha D MUH, 3areM J0o0aBJAOT O CM® pacT-
BOpa YKCYCHOKHCJOro aMMOHHa u 1 cM3 pactBopa.2,2'-6UnHpHAHNJA.
Pasz6aBagioT 10 MeTKH, NepeMEelUrHBAalOT U OCTAaBJSAIOT B TMOKOE Ha
10 muR.

[IpoBoasar oroMeTpHUecCKHEe U3MepeHHU aHAJNU3IUPYEMOr0 pacTBoOpa
U pacTBOpa KOHTPOJIBHOro OMNBITA, CJeAYs MeTOJHKe aHaJsu3a, NpHBe-
AeHHOHM B 7.3.2, nmpeABapUTEJIbHO OTPEryJHPOBaB NPHUHOOp Ha HYJ/EBoe
TIOTJIOLIleHHE N0 OTHOILIeHHIO K BOJE.

8 OBPABOTKA PE3VYJIbTATOB

I10 rpaayupoBouHoMy rpadhuxy OnNpeieasior Maccy KeJgaesza, cOOT-
BETCTBYIOILYIO pe3yJabTaTy (POTOMETPHUYECCKHX H3MEPEHHH.
MaccoByo a0410 Xesie3a B NPOIEHTAX BHUYHUCAAIOT no opmyne
(my—my)-0D-100
e

TAe My — MaccCa XeJje3a, HaujeHHasg B AaJUKBOTe AaHaJH3HPYyeMOro
pacTBOpa, T;
mg — Macca KeJje3a, HauJeHHast B COOTBETCTBYIOILeH AaJHKBOTE
pacTBopa KOHTPOJBHOrO ONHITA, I';
D — oTHOmEeHHe o6beMa aHAJH3HUPYeMOro pacTBopa Kk o00beMy
aJINKBOTH], B3SITOH AJI1S aHaAN3a;
mgy— Macca HaBecKu kapbaMuaa, r.
3a pe3yabTaATr AHAAU3Q NPUHRUMAIOT cpednee apupmeTudecKkoe pe-
BYAbTATOB 08YX NAPAANEAbHOLX onpedesenuli, aOCOAOTHOEe 3HAYCHUS
Medcly KOTOpoiMU He npesbiuiaer oonycKaemoe pacxoxcderiie, pasHoe
0,00003 % npu codepacanuu xesesa or 0,00005 do 0,00015 %.
Honycrxaeman OTHOCUTEAbHAA CYMMADHAR NO2PEUWHOCTd Pe3yasTa-
ra anaaiu3a =30 % npu dosepuressvnod eepolrnocru P=0,95.

YHK 661.717.5.001.4:006.354 J119

KimoueBhle cjioBa: MOUeBHHA, XMMHUYECKHA AHAJAH3, ONpeAcheHHe CO-
JepXxKaHus, xeleso, dboroMeTpHs
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