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1. BBenenune
HeJ’ILIO HaCTOHH_Ieﬁ pa60T51 SABJIAECTCSI KAUECTBEHHBIN aHAJINU3 HpOMLIH_IJ'ICHHOFO
NN HpI/IpOI[HOFO O6’beKTa U KOJIMYCCTBCHHOC OHpCI[GJICHI/IC B HeM I[BYX AJICMCHTOB U3
quciia HpI/ICYTCTByIOHII/IX METoAaMu FpaBI/IMeTpI/I‘-ICCKOFO nu TI/ITpI/IMeTpI/I‘-IeCKOFO

AaHaJIu30B.



2. KauecTBeHHBIN aHAIN3

Hccnenyemslit 0Opasel mpeacTaBiseT coOOi CIlaB cepo-CTAIbHOTO IIBETA C
MeTaITUYecKiM OneckoM. [IpenBapurenbHbIe HCIBITAHHS 1O PACTBOPUMOCTH €TO B
KHCJIOTax M IleJoyax I[I0Ka3ajld, 4YTO CIUIaB HEpPacTBOPUM B IIEJIOYax, JIETKO
pacTBopsieTcsi B pa30aBJICHHBIX CEPHOM, COJSHOM W A30THOM KHCIIOTaX, OTHAKO
MACCUBUPYETCS KOHIIEHTPUPOBAHHOW a30THOW KUCIOTOM. B pacTBOpax, moiaydeHHBIX
MPU PACTBOPEHMHU CIIaBa B pa30aBICHHON a30THOM KHCIIOTE, EHCTBUEM pOJaHUAA
amMmoHus oOHapyxkuBaetcs kene3o (III). M3 momydeHHBIX pe3yibTaTOB MOMKHO
MIPEIONI0KHTh, YTO MCCIEIyEeMbIii 0Opa3el] mpeacTaBisieT co0oii cruraB skene3a. Ha
OCHOBAHHMH MPAKTHUUECKOT0 PYKOBOJICTBA [1] ObUIa cocTaBiieHa cXemMa KaueCTBEHHOTO
aHanu3a, mpejacTaBieHHas B Tabnune 1. HaGnrogeHust v BBIBOBI, CAETaHHBIE B X0/
KaueCTBEHHOTO aHaJM3a, MPEACTAaBICHBI B TaOIUIE 2.

Bw1600: TipoBElICHHBI KAYECTBECHHBIM aHAiW3 IMIO3BOJISIET I0JaraTh, 4TO
HCCIeayeMbIi 00pasel] mpeICTaBIsIeT COO0M CTallb, COIEPKAIIYIO XPOM M HEOOJIBITTHE

KOJIMYCCTBA MapraHIa.






3. JIutepatypHblii 0030p

3.1. MeToapl onpeesieHus xeies3a

3.1.1 I'paBuMeTprYECKE METOIBI ONPEIEICHNUS JKEe3a
3.1.1.1. Ocaxnenue B popme ruapokcua xenesa (11I)

Ha cerommsmuuii neHb pa3pabOTaHO MHOMKECTBO METOJIOB OIPEIEICHUS
xKele3a ImyTeM ocakaeHus ruapokcua sxenesa (111). Bee ux MoXHO pa3nenuTh Ha JBe
OCHOBHBIX I'PYIIIIBI: OCAKICHHE W3 Pa3OaBICHHBIX PacTBOPOB, cozepxammx Fe'’ u
OCaXKJICHHUE U3 KOHIICHTPUPOBAHHBIX pacTBOpoB (MeTon H.A. Tananaesa).

OcaxJieHre 13 pa30aBICHHBIX pacTBOPOB.[4.6,7] JlaHHBIM METOA OCHOBAaH Ha

OCXKICHUM >KeJe3a aMMHUAKOM U3 pa30aBICHHBIX MOJKUCICHHBIX PACTBOPOB MPH
HarpeBaHuu B BUje rugapokcupa sxenesa (III) 3a cuer cmemnieHuss mpoTOAUTHIECKOTO
paBHOBECHSI BIIPABO:
NH; + H;0" = NH,4" + H,0
[Fe(H,0)s]*" + 2H,0 = [Fe(H,0)sOH]*" + H;0"
[Fe(H,0)sOH]*" + 2H,0 = [Fe(H,0)4(OH),]” + H;0"
[Fe(H,0)4(OH),]" + 2H,0 = [Fe(H,0)3(OH); ]V + H;0"

ObpazoBaBmiemycst  kommounHomy — pactBopy  Fe(OH);nH,O  maror
CKOAryJMpoBaThcs (3TOMY CIOCOOCTBYIOT BBICOKAsl KOHIIEHTpAIUSI COJEH aMMOHWSI,
0o0pa30BaBIIMXCS B peE3yibTaTe HEUTPATU3allMHd KHCIOTHI), OT(QWUIHTPOBBIBAOT,
IIPOMBIBAIOT PAacTBOPOM HMUTpaTa aMMOHMs, cymaT M mnpokanuBaioT mpu 800°C.
Becosoii hopmoii siBisiercst Fe,Os. [IpeBrlmenne peKoMeHIyeMOoi TeMIIepaTyphl HITH
HENpaBWIbHbIE YCIOBUS OOyriauBaHUS (GUIbTpAa MOTYT BbI3BaTh BOCCTAHOBJICHHE
4acTH Kejesa 10 ABYXBalIeHTHOTo coctosiHus (6Fe,03; = 4Fe;04 + O,), 9T0 mpuBOIUT
K YMEHBILIEHUIO BECa 0Ca/ika U, KaK CIEACTBUE, K 3aHIXKEHHUIO PE3YJIbTaTOB.

OcaxaeHuIo THAPOKCHIA KeJle3a MEIIAI0T BCE HOHBI, 00pa3yIoIIue C KEIe30M
(IIT) menee pacTBOpUMBIE OCaJKH, Kak To: ¢docdar-, BaHaIaT-, apCEHAT- U CHJIMKAT-
MOHBI, a TaK)Ke BeIlecTBa, cBsa3bIBaromue xene3o (III) B pacTBopuMbIe KOMITJIEKCHI:
okcanar-, GTOPUA-UOH, caxapa, BUHHAS W JUMOHHBIC KUCJIOTHI, riaumepuH. Kpome
TOTO, JAHHBIA OCAJIOK, O0JIajas pa3BUTONW MOBEPXHOCTHIO, afcOpOHpyeT OOJbIIOe

KOJIMYECTBO MpUMeEced, B OCOOCHHOCTH Cyib(haT-uoHBl M MOHBI KOOabTa. MemaroT



OTIPEICTICHUIO0 U MOHBI, 00pa3yoIlie HEPACTBOPUMBIC B aMMHUAKE THIPOKCHIIBI, KaK
+ o
10 Cr’ , Al3+, YEThIPEXBAJICHTHBIA TUTAH.

Ocaxxnenre W3 KOHIIEHTPUPOBAHHEIX pacTBOpoB (Meron TaxadaeBa) [6].

H.A.TaHaeBbIM yCTaHOBJEHO, YTO 4YeM Oosiee pa30aBiIeH HUCCIEAYEeMbIl pacTBOp H
0CagUTENIb U YEM MEIJICHHEE IMPOUCXOJUT OCAKICHHE, TEM CHIIbHEE IPOSIBISIETCS
CKJIOHHOCTb IIOJIy4a€MbIX OCAJKOB JaBaThb KOJUIOMJHBIE pacTBOpbl. MM ObLIO
MPEAJIOKEHO TPOBOANTH OcCaxkaeHue ruapokcuna skeneza (III) w3 HeOombIoro
o0beMa  KOHIIGHTPHUPOBAaHHOTO  pacTBopa, OBICTPO  MpHOABsis  OCAIUTEINb.
[TomyuyeHHBIH KOJTOUIHBINH pacTBOp OBICTpO pazbaBiseTcss OONBIIMM KOJIUYECTBOM
ropsiYeid BOJBI ISl YMEHBIICHHS aJICOPOIIMOHHOTO 3arps3HCHHs ocaika. JlaHHBIHA
METO] TO3BOJISIET JOOUTHCS MEHbILEH aIcopOIMK BOAbl KOJJIOUTHBIMUA YaCTUIIAMU,
YTO YJIyYIIa€T TOYHOCTh aHalIM3a, T.K. MHOI/Ia BOJAA MPHU NPOKAIMBAHUM YIAISIETCS
TSKEIO.

WNHorna B HCClEyeMOM  pacTBOpE JKeJe30 MPHUCYTCTBYET Kak B
JIBYXBAJICHTHOW (opMe, Tak M B TpeXBaJeHTHOH. B 3TOM ciiydae 10 ocakaeHHs
HEO0OXOUMO TEePEBECTH BCE XKEJIE30 B Fe’*. Do mocruraercs MyTEM KHUIISTYEHUS C
KOHLICHTPUPOBAHHOM a30THOM Kucinorou. MHorma juist yCTpaHEHMs MEIIAOLIEro
NEHCTBUSL TPEXBAJIEHTHOTO XpOMa €ro OKHUCISIOT MepcyibpaToM aMMOHHUS B
MIPUCYTCTBUU MOHOB cepebpa. B 3THX yCIOBHSAX BCe JKElIe30 TaKKe MEPEeXOJUT B

TPEXBAJICHTHOE.

3.1.1.2. Ocaxnenue B Buje Kyngeponara xenesa (I1I)

Cornacio metoauke [3] mo peakuuu Fe’" + 3CeHsN,0O,™ = Fe(C6H5N202)3¢
Kym(epoH ¢ HOHAMU TPEXBAJICHTHOTO Keje3a oopasyer kyndepoHnat xemnesza (I1I).

OcaxJieHue MpOU3BOIAT U3 OXJIAXKIACHHOIO pacTBOpa eje3a IpU MOMOIIU
4%-ro pacTtBOpa KymdepoHa, KOTOPbHI MPHUIMBAIOT B M30BITKE (0 MOSIBICHUS Ha
MOBEPXHOCTH PacTBOpa OENIOH, paCTBOPUMOM MPH MMOMEITUBAHUH MYTH).

Ocanok oTHUIBTPOBBIBAIOT, MPOMBIBAIOT XOJIOJHOW BOAON M pa30aBICHHBIM
pacTBOpOM aMMHaKa, BBICYLIMBAIOT, MPOKAIUBAIOT B My(enpHOW Tmeyn mpu
temneparype 900°C u B3BEmIMBAIOT OOpPA30BABIIMKHCSA OKCHJI TPEXBaJECHTHOTO
xKelesa.

MeTton BecbMa CENEKTUBEH, 4YTO IIO3BOJIIET ONpPENENsITh JKENIe30 B

MNPUCYTCTBUU AJIIOMUHHA, HUKCIIA U XpOMa.



3.1.1.3. Ocaxnenue B BuzeE 5,7-1MOpOM-8-OKCUXHHOMHHATA [3].
OC&)K,Z[GHI/IC J)Kelle3a 8-OKCHUXHMHOIMHOM U €ro MMPOU3BOAHBIMU IIPOBOAAT U3

pacTBOpOB, cozepkalux anerar aMmmoHusa. Ocanok, BeIcylieHHbIN mpu 120-125°C,
cootBeTcTBYET (hopmyie Fe(Ox)s. OcaxxaeHne caMuM 8-OKCUXUHOIMHOM HE SIBISICTCS
CEJICKTUBHOW peaKIhel, T. K. 8-OKCUXWHOJHMH JAeT OCaJ0K CO MHOTHMH TSKEIBIMU
MeTaUlaMH, HO €ro Tpou3BOAHOEC — 5,7-T1HOpPOM-8-OKCUXUHOJIMH-SBISICTCS
M30UpaTeTbHBIM PEareHTOM JUIsl OCaXACHUs kKene3a. B aToM ciyuae ocaKICHHUIO He

+ + + + + 2+
MEIIAeT IPUCYTCTBHE HOHOB A", Cd™, Co’ , ng , Mn*" u Ni".

3.1.2. TurpumeTpryecKre METOIBI ONPEIEICHNUS Kee3a

3.1.2.1. OKHUCIUTENHHO-BOCCTAHOBUTEIHLHOE TUTPOBAHUE
B okucnuTenbHO-BOCCTAHOBUTEIILHOM THUTPOBAHHM JKEJIe3a HCIOJIb3YETCs
peakuus: Fe’" + ¢ =Fe™' E°=0,77B. B 3aBucuMocTH OT HCHOJIB3YyEMOIO
OKHCIIUTENS] WIM BOCCTAaHOBUTEINS pa3IMUalOT: OMXpPOMATOMETPHIO, IEpMaHTaHa-
TOMETPHIO, IEPUMETPHIO, BAHAAATOMETPHIO U TUTAHOMETPHIO.
B cnyuasx, korma TpeOyercss oOIpenensiTh oOliee coAep)kaHue xXKele3a B
uccieayeMoM obpasie, HeOOXOAUMO Ui TOCIEAYIOUIET0 TUTPOBAHUS IETUKOM

MIEPEBECTH €r0 JIN0O B OKUCICHHYIO (popMy, 1100 B BOCCTAHOBIICHHYIO.

Mertonapl BOCCTaHOBJIEHUS Kee3a [5]. B 0OBIYHBIX ciydasx aHaau3a XJIOpHU/T
onoBa (II) sBnsieTrcs Hambornee ymOOHBIM BOCCTAHOBHUTENIEM >Keje3a, MOTOMY YTO
BOCCTAHOBJICHHE MM IIPOMCXOAUT OBICTPO M m36BITOK SnCly” nerko ymamuts ¢
MOMOIIBI0  cyJieMbl. OTpeneneHnio MemaeT HeOOJbIIOe YHCIO BEHIECTB, M JUIS
OOJIBIIMHCTBA eJIeH Pe3yNbTaThl MOTYYatoTCs JOCTATOYHO TOUHBIMH. M3 Memaromux
BEIIECTB Yallle BCEr0 BCTPEUAIOTCS BaHAAWW, MONHUOACH, MBIIIbSIK, CypbMa U
BOJIb(pam.

BoccranoBnenue keneza  amMalbraMUpPOBAHHBIM — IIMHKOM — TPOBOJAT B
penykrope /[xoHca. MeTos 3TOT OBICTPBIN M MPHU aHAIW3E PACTBOPOB, COJIEPIKAIINX
TOJIBKO JKeNle30, JaeT OoJjiee TOYHbIE pe3yibTaThl, YeM IMPH BOCCTAHOBJIECHUU
xnopuaom onosa (II). ['maBHOe mpensTcTBHE ISl €r0 MPUMEHEHUsS! BO BCEX CIydasx
aHaJIM3a 3aKII0YaeTCs B TOM, YTO MHOTHE APYIHE 3JIEMEHTbl M COCIUHEHUS TaKXKe
BOCCTaHABIIMBAIOTCSI ITMHKOM. K HUM OTHOCATCS THTaH, HUOOWM, BaHAIuM, XpOM,

MO0 IeH, BOTb(paM, MBIIITbIK U HUTPATHI.



[IpumeHeHne B peaykTope cepedpa BMECTO IIMHKA HMMEET IMPEUMYIIECTBO,
€CJIM JKEJIE30 HAJ0 OIpEeAeNsTh B NPUCYTCTBUM Xpoma WM TuTaHa. llpucyrcrsue
BaHa/Us TAKXKE HE OTPAXKAeTCs Ha pe3yibTaTe TUTPOBAHUSA, €CIM B KauyecTBE
MH/IMKaTOpa MPUMEHSIOT 0-()eHaHTPOJIMH.

[lepmanranatomerpust [2,3]. Merog OCHOBaH Ha TUTPOBaHUU pPacTBOpa

JBYXBAJICHTHOT O JKeJIe3a CTaHJapTU3UPOBAHHBIM PACTBOPOM IEPMaHTaHaTa Kalusl.
5Fe’+MnO, +8H" = 5Fe’ +Mn’"+4H,0

Peakiust mpoxoauT CI0XKHO, yepe3 00pa3oBaHUE MPOMEKYTOUHBIX CTETEHEeH
OKHCJICHHS MapraHila M sBISETCA ayToKaTauuThueckoid. ITosToMy mepBbie Karuu
TepMaHTaHaTa CTOUT TOOABIATH MEIJICHHO.

Ecnu onpeneneHue mpoBOAMTCS B COJSHOKUCION cpele, TO HEOOXOAMMO
NPEJOTBPATUTh OKHCICHHE XJIOPUI-MOHOB IEPMAaHIaHATOM IIyTEM BBEJCHHS
3ammTHOW cMmecu Peitarapaa-llumepmana (pactBop cynbpaTa MapraHma Hu
dochopHoil KHCTOTHI B pa3baBiIeHHOW cepHOW kuciote). [IpucyTcTBHe cepHOM
KHCJIOTBl CO3JA€T KHCIOTHOCTh, TPEOYIOLIYIOCs JUIsl BOCCTAHOBJIEHUS IE€pMaHraHaT-
nonoB a0 mapranna (II), a me (IV), docdhopnas kucnora u cynsdar mapranma (II)
noHmkaroT norenuuan napst Mn(II1)/Mn(II).

Bbuxpomaromerpus. JlaHHBI METOJT OCHOBAH Ha TUTPOBAHUHU Fe* pacTBOpOM

OmxpoMata Kaiusl ¢ MPUMEHEHHEM JU(EHIIaAMIHA B Ka4eCTBE PEIOKCHHINKATOPA.
6Fe” +Cr,0, +14H" = 6F¢’ +2Cr’'+7H,0

TutrpoBaHre HEOOXOIMMO BECTU B KUCJIOW Cpele B MPUCYTCTBUU (ocPopHOH
kucnotel. DochopHas KUCIOTa MPUMEHSETCS JUIsl TIOHMKEHHSI TMOTEHIMANa Taphl
Fe’’/Fe’”. TpexBameHTHOE ’KeTe30 CBA3bIBACTCS B  (DOCHATHBIA  KOMILIEKC
[Fe(H2PO4)4], 94TO MPUBOAUT K MOHUKEHUIO KOHIICHTPAIIUH Fe3+, a COOTBETCTBEHHO
U K MOHWXEHUIO MOTEHIMaNa Mapbl Fe3+/Fe2+, YTO J€JaeT BO3MOKHBIM IPUMEHSTH
TU(EHIIaMIH B Ka4eCTBE HHIUKATOPA.

Meroa uMeeT MHOTO NMPEUMYIIECTB — YCTOMYUBOCTh CTaHJAPTHOIO pacTBOpa
OumxpomaTa, OTCYTCTBHE OKHCJICHHS XJIOPHA-UOHOB, PE3KHI TEpPexoj] OKPaCKH
WHJUKATOpA.

Banapatomerpust  [3].  Jig  TUTpOBaHUS  BOCCTAHOBJIEHHOIO 10

ABYXBAJICHTHOI'O COCTOSHHA MOXHO TaKXE MNPHUMCHATL paCTBOp MCTaBaHaldara
aMMOHHUS B IPUOJIM3UTENHHO 6M CEepHOM KHCIIOTE.

AH +Fe* +VO0; = VO +Fe* +2H,0



WHanukaTopoM CITy>)KUT (PeHUIIAaHTPAHUIIOBAsI KUCIIOTA.

Hepumerpus [3]. Jns turpoBanus cynbdara sxeme3a (II) mMoxHO Takke
puUMeEHATH cyibdar nepus (IV):
Co*+Fe? = Co¥+Fed
OmnpeneneHno HE MELIAIOT YMEpPEHHBIC KOJMYECTBA XJIOPUAOB U COJISTHOM
KHACJIOTHl M TaKHE OPraHWYEeCKHe KHCIOTHI, KaK YKCyCHas, BHHHas, IIaBelieBas |
auMoHHas. CTOMT OTMETHTh HEBO3MOXHOCTb IPOBEACHUS THUTPOBAHUS B
dbocdopHokucnoii cpene — ocdar uepus (IV) HepactBopum

Turanomerpus [3]. TurpoBanue pactBopamu Tutana (III) ornmuaercs ot

ONMCAHHBIX BBIIIE TUTPOBAHMM TEM, YTO B 3TOM CJIy4dae >KEJIe30 TUTPYIOIIMM
PacTBOPOM HEC OKHCIIICTCA, a, HaO60pOT, BOCCTaHAaBJINBACTCI.
Fe3+ + Ti3+ _ Fez+ + Ti4+
Koneunyio TOUKy THTpOBaHUS (DUKCHUPYIOT, MPUMEHSS METHJICHOBYIO CHUHBb
WJIn podaHUJ aMMOHHMH. OnpeneneHmo MCHIAOT a30THas KHCJI0Ta, HCKOTOPLIC

OpraHUYEeCcKUe COeTUHEHHsI, MElb, CypbMa, BOIb(ppaM U BaHAIUM.

3.1.2.2. KoMIJIEKCOHOMETPUUECKOE TUTPOBaHUE [2 ]
JlaHHOE oTpeieNIeHNe OCHOBAHO Ha PEaKIIUU:
Fe’ + H,Y* =FeY +2H" 1gB=25,1

TurpoBanue nposoasat npu pH=2,5-4 B ropsiueM pacTBope AJsl YBEIUUEHUS
CKOPOCTH  peakuuu KoMIuleKkcooOpa3oBaHus. KoHeuHas Todka TUTPOBaHMS
¢bukcupyercs C IMOMOIIbIO METAJUIOMHAMKATOPOB, HANpUMeEp CaIULMIOBON WM
CYIb(OCATUIINIOBON KUCIIOT.

MemaioT Bce HOHBI, 00pa3yIomre B HOJOOHOH Cpe/ie yCTOWYMBBIE KOMIUIEKCHI
¢ OATA (B ToM umcie u xpom). He memaroT Meap mapraner, Marauii, TUHK. CTOUT
OTMETHUTh, YTO OonblIMe KoundecTBa (GOChOpPHONW KHUCIOTHI TaKXKE MEIIAI0T

OIPECIICHUIO.

3.2. Metoasl onpeneneHus Xxpoma

3.2.1. I'paBuMeTpHYECKUE METOIBI ONIPEAEICHUS XpOoMa

3.2.1.1. Ocaxnenue B popme ruapokcuaa xpoma (I1I) [5]

10



Ocanox rugpokcuga xpoma (III) BeImagaer KOJMYECTBEHHO U3 pPacTBOPOB
coneii xpoma (III) mpm nefictBuum ammmagdoro Oydepa. OcamuterneMm SBISICTCS
aMMHaK:

Cr’" + 3NH3H,0 — Cr,03-xH,04 + 3NH,"

HMonbl aMMOHMS NPENOTBPAILAIOT OCaXKICHUE MAarHus, NEpexon XpoMma B
pacTBOp B BUJE THMIPOKCOKOMILJIEKCOB M CIIOCOOCTBYIOT KOATYJISILIMM KOJIJIOWIHOTO
pacTBopa ruapokcuaa. Beiaenusimiicss aMop(dHbIi 0cagoK MPOMBIBAIOT Ha (PUIBTpPE
pacTBOpOM HHUTpaTra aMMoHus M npokanuBaroT npu 900°C npng  nomyuyeHus
rpaBumerprueckoir popmbel — Cr,Os. [lox KoHel THTens CleayeT NMpOKAIWBaTh B
aTMoc(epe BOIOpOJia, MHAYE PEe3yJIbTaThl MOJIYYaroTCs 3aBBIIIEHHBIMU BCJEJICTBHE
OKHCJIEHUSI XpOMa B IpOIEcCEe NMPOKAIMBaHMs. MeEIalT ONPENEICHUI0 XpOMa BCe
WOHBI, YbH TMJIPOKCHJIbI OCAXKJAIOTCA B TEX K€ YCIOBHUSAX. METOJ COBEpIIEHHO HE
n30upareneH M MOXET NPUMEHAThCSA JMIIb B TEX CIydYasX, KOIJa pacTBOp HE

COACPIKUT ITOCTOPOHHUX MOHOB.

3.2.1.2. Ocaxnenue B hopMe 8-OKCUXMHOIMHATA WM OKCUXHHATIBANHATA [3]

B cnabokucinom pactsope xpoma (III) (pH=4-5) npu nobGaBieHun cnupToBOro
pacTBOpa OKCUXMHOJIMHA TIPOUCXOIUT PEAKIIUS:

Cr’" + 3HOx = Cr(Ox)s + 3H"

KucnotHoCTh 0OBIYHO pEryaupylOT A00aBlIEeHHEM pacTBOpa aMMHaka |
pacTBopa amerata amMmoHMs. OcakIeHUEe MPOBOAAT MEMAJIEHHO U U3 TOPSYUX
pactBopoB. Ocaznok cymar npu 105-110°C gna nomyuenus ¢opmbl Cr(Ox)s; unm
npokanuBatoT npu 700-750°C go Cr;Os. OmnpeneneHuio HE MEHIAIOT HOHBI Ca2+,
Mg2+, Crl, SO42', NO5’, PO43'. N3 Bcex rpaBUMETPUYECKUX METONOB ONPEACIICHUS
XpOMa, OIMMCaHHBIM METO/I SIBIISIETCA CaMbIM PacpOCTPaHEHHBIM.

[Ipu wucnonb30BaHUM BMECTO §-OKCHUXMHAJIMHA ISl OCAXIACHHUS Xpoma
OKCUXWHAIBJANH CICHU(PUIHOCTD IOBBIIIACTCS M TO3BOJISIET OMPEACIATh XPOM B

2+ a2t 2+ 2+ 3+
cuctemax, cogepxamux Ca™, Ba®, Mg~ , Mn" u Al”".

3.2.2. TUTpUMETPUUECKHE METObI OIPEIEICHHS XpOMa

3.2.2.1. OkuCIUTETbHO-BOCCTAHOBUTEIILHOE TUTPOBAHHE [2]

B oxucinTenbHO-BOCCTAHOBUTEILHOM TUTPOBAHUH XpOMa MPUMCHACTCA

CleAyrolas peaxkuus: Cr2072' + 14H" + 6e = 20" + 7H,O. E° = 1,33B.
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BonbIIMHCTBO METOJUMK OCHOBAaHO HAa TUTPOBAaHUM KHUCIBIX pacTBOpoB Xxpoma (VI)
pacTBopamu BoccTaHoBHTeNeH. CreoBaTenbHO, MPUCYTCTBYIOUINI B PACTBOPE XpOM
(IIT) momxeH OBITh NPEIBAPUTEIHLHO OKHUCICH B IIECTUBAJCHTHBIM. B Kuciaom
pacTBOpe XpOM MOXKHO OKHCIUTh JIByOKHUCBIO CBHHIA, XJIOpaTOM  Kajwus,
NEpMaHTaHAaTOM KaJlusl, BHCMYTAaToOM Kaius, TuapokcuaoMm kobanpra (III) wu
nepcynb(haToM aMMOHHS B IPUCYTCTBUH HUTpaTa cepedpa.

TutpoBanue pactBopom cout Mopa [2]. OnpenesieHrne MOXET NPOU3BOAUTHCA

nByMsi criocoO0amu. [lepBbiii croco® — mpsiMOe TUTPOBAaHHME KHCIOTO pacTBOpa
OuxpomMarta pacTBOpoM coiu Mopa ¢ AW(PEHHUIAMUHOM B Ka4eCTBE HWHAMKATOPA.
Brtopoit — oOpaTHOE TUTpOBaHME M30OBITKA JIBYXBAJECHTHOTO eje3a MepMaHTraHATOM
wi OuxpomaroMm. JIaHHBIH METOJ SIBISICTCS CaMbIM PACIPOCTPAHEHHBIM IPH
OIIpeJIeIICHUH KOHIICHTpauu XpoMa. K HeroctaTkaM CTOUT OTHECTH HEOOXOMMOCTh
BOCCTAQHOBJICHHS CEMHUBAJICHTHOIO MapraHia, oOpa3yloIIerocss MpU OKUCICHUH
maprania (II) mepcynsdatom.

Honomerpuueckuii Meton [3]. DeppoXpoM CIUIABISIOT C MEPEKUCHIO HATPHS,

IIPU ATOM BECh XPOM TMIEPEXOUT B XpOMAT HATPUs, a XKele30 — B heppurt:
Cr + 4Na,0, = Na,CrO4 + 3Na,O; 2Fe + 6Na,O, = 2NaFeO, + 5Na,O

IIpu oOpaboTKe TUTaBa BOJMOM XpOMAT MEPEXOAWT B PACTBOP, a (EppPUTHI

MOJTHOCTBIO TUIPOIU3YIOTCS 10 Tuapokcua xenesa (111):
NaFeO, + 2H,0 = Fe(OH); + NaOH

Ocanok ordunsTpoBbIBatoT. [lanee B MIEIOYHON pacTBOp XpomaTa Kalus
NO0aBISAIOT W30BITOK HMOAWAA Kamusg ¢ TOJKHUCISIOT COJITHOM — KHCIIOTOM.
BeiaenuBmmiicss HoJ THTPYIOT CTaHAAPTHBIM PACTBOPOM THOCYIIb(aTa.

JlaHHBI MeTOJ TpeOyeT OONBIIMX 3aTpaT BPEMEHH, MOITOMY IPUMEHSETCS
TOJILKO TSI aHAJIM3a HEPACTBOPUMOTO B KHCJIOTaX (eppoxpoma.

TuTpoBaHue pacTBOPOM SnCLf' [3]. PacTtBOop xpoma (VI) TuTpyrot xsopuaom

onmoBa (II). Peakius BOCCTaHOBIEHUS MPOUCXOJIUT KOJUYECTBEHHO U JOCTATOYHO
OBICTPO B COJITHOKHCIIOM PAacTBOpE MPU KOMHATHOM TemmepaTrype. OObaHO Ouxpomar
tutpytoT B 3-3,5M HCI B nmpucyrctBun audenmnaMmuHa, kak uHaukaropa. Cienyer
YHOOMSIHYTh, YTO K HEIOCTaTKaM JaHHOTO METOJa OTHOCUTCS HEOO0XOIUMOCTh B

4acTOM CTaHJapTHU3allMK PACTBOPOB XJIOPH/IA OJIOBA.

TutpoBanue pacTBOpoM rujapasuHa [3]. JIaHHBIH METOA UCHOJIb3YETCS JIUIIb

npu coBMecTHOM npucyrctBuM Xxpoma (IV) m Banagus (V). B nmpyrux ciydasx
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JNOOUTBCA CXOOUMOCTH HE ypaaercs. TUTpoBaHUE TMPOBOAUTCS B MPUCYTCTBUH
madennnamuHCcyab(onaTa 6apus u OsO4 B KaueCTBE KaTain3aTopa.

TurpoBanue pactBopoM ruapoxmHoHa [3]. JlaHHBIM MeTOa OCHOBaH Ha

peakuuu:
3C6H4(OH), + Cr,07% + 8H" — 3CeH,40, + 2Cr*" + 7H,0
B kauecTBe MHIMKATOPOB MOYKHO HCHOJIb30BATh JU(PEHUIAMUH WIH (peppoUH.
TutrpoBanue npoBOIAT B CEPHOKUCION cpene. OCHOBHOE JTOCTOMHCTBO JaHHOIO
Metona — orcyrcreue BiausiHUs Fe(Ill) Ha pe3ynbrarhl onpeneneHus, HEIOCTATKH —

mIoxas BOCIIPOU3BOAMMOCTE PE3YJILTATOB.

3.2.2.2. KOMIJIEKCOHOMETPUUECKOE TUTPOBAHUE [5]
[Ipsimoe TutpoBanue pactBopos xpoma (III) pactBopamu D/ITA HEBO3MOXKHO
BCJIEJCTBME WHEPTHOCTH AaKBAKOMIUIEKCOB TpEXBaJEHTHOro xpoma. Ilostomy
UCTONB3YIOT MeToAbl obpaTHOro tuTpoBaHus u30bITka DJATA pacTBOpamu coieil

BucmyTa (II), menu (II), uaka (11).

3.3. BeiBogsl
Ha OCHOBaHMM NPOJEIaHHOTO JHMTEPATYPHOTO 0030pa MOKHO CJENaTh
BBIBOJBI O IIEJIECOOOPA3HOCTH ONpEJeIeHUs COJIepKaHusl Kellesa B 00pasie
IrpaBUMETPUICCKUM METOAOM myTeM OCaAXIACHUA rHApOKCHUaa JKEJIie3a n3
KOHIICHTPUPOBAHHOT'O PACTBOpA U ONPENEICHHUS COJEPKAHUA XpoMa B 00pasLie myTeM
TUTPOBAHMS pPacTBOpa OmxXxpoMara pacTBOpoM coid Mopa, TOCKOJBKY JaHHBIE
METOAMKHA HAWITYUIIUM 00pa3oM YAOBJICTBOPSIOT IEISM JTaHHOW paOOThI U COCTaBY

oOpa3sia.
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4. BBIIIOJIHEHUE KOJIUYECTBEHHOTO aHAIN3a

4.1. Pacyet Mmacchbl HABECKHU
O6pasern comepxkut nmpumepHo 80% xene3a u 15% xpoma.
Paccuntaem wMaccy HaBecKH, HEOOXOJUMON UIi THUTPUMETPUIECKOTO
OTIPEICIICHUS XpOoMa.
Cer =~ 0,025M (/5 Cr™
Vior = 200 M
fos = /3

MonekynspHas Macca Xpoma Me; = 51,996 /o

CoMoVy, o 100% 0,025-51,996-200- %1009

KonuenTpanus xpoma, Tpedyemas sl TUTPOBaHMS:
O0mBem uccenyeMoro pacTsopa

@akTOp dKBUBAJICHTHOCTU IIPU TUTPOBAHUU

m = ~ 0,582
et % Cr-1000 159%-1000
CornacHo BbIOpaHHOW METOMKE, Ha TUTPOBAaHUE XpoMa MOUAET 3-5 amuKBOT
mo 10 wmu, TO ecth mo MeHblied Mepe 150 Ma  pacTtBopa OcTarTCs

HEBOCTpeOOBAaHHbIMH. PaccunTaeM Kakylo aJuKBOTY HCCIEAYEMOr0 pacTBOpa HaJIo

Oynet oToOpartk, uToObI Macca ocajaka Fe,Os cocrasuna ~ 0,15 r.

_Mreo, Sopas Vier 11002 0,15-0,6994-200-100%

V =
“ m -9 Fe 0,58-809;

Hagecku

A5 mn

3HauuT, 0TOOpaB 50 MIJI MCCIIEyeMOTO pacTBOpPA, MBI MOXEM ONPEICIIUThH

KeJle30 TPaBUMETPUUYECKU.

4.2. Cxema onpeeseHus

HaBecka

¢ H,SO4(1:4)

PactBop

AJIUKBOTHas qacn‘,/ \ﬁHI/IKBOTHa}I 4acTb

I'paBumeTpuueckoe
ompeJeaeHue
xKenesa

v

Pacuer
CoJIepIKaHUs
Kenesa
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4.3. PacTtBOpenue obpasiia

Macca HaBeCKH Ha aHAJIMTUYECKUX Becax cocTaBuia 0,7672r.

PacTtBopeHne o0Opa3na U OKHUCIEHHE Xpoma MpOBOAWIN IepcylibhaTHO-
(cepeOpsiHBIM-) (heppOMETPUIECKIM METOJIOM.

Peaktussr:

— cepHas kucnora (1:4),

HaBecky nomectunu B ctakaH emkocTbio 300 mui, po6aBuwiu 20 mul cepHOM
kucyoThl (1:4). CrakaH HaKpPBUIM YaCOBBIM CTEKJIOM. PacTBOpeHHE MPOBOAMIN TIPHU
HarpeBaHWU Ha MecyaHou OaHe.

[Tocne pacTBOpeHHs MPUMEPHO IOJOBUHBI HaBeCKHM a00aBuiam eme 20 mi
KHUCIIOThI. PacTBOp ¢ HEpacTBOPUMBIM OCTAaTKOM KMUIIATWUIM Ha necyaHoil Oane 0,5
yaca, MOocje 4ero cMechb OT(QHIBTPOBAIN Ha (PUIBTPE C KPACHOW JIEHTOM, MPOMBLIH
KHUCIIOTOM, 3areM BoJoW. OcaJoK, HO-BUAMMOMY, COJAEp)Kal HEpacTBOPHMBIE B
pa30aBIeHHOI CepHOW KHCIOTe KapOupl *kene3a W MapraHua. Beck pactBop mocie
(GWIBTPOBaHMS M BOJBI, KOTOPHIMH OOMBIBAJI YaCOBOE CTEKIJIO, COOpad B MEPHYIO

kos0y Ha 200 MJ1, TOBEJIH 10 METKH | IepeMeIaiu.

4.4. KonnuecTBEHHOE ONPEIECIICHHE JKEee3a.

XKeneso ompenensiu, HCMIONb3Ys TPABUMETPUUYECKUI METOJ OCaXKICHUS
’Kelle3a B BHJIE THIPOKCH/IA U B3BEeIINBaHUS B popme okcua xenesa (I11).

PeaktuBsr:

— HuUTpart cepedpa (1% BoaHBIN pacTBOD),

— mepcynbdar aMMOHUS (TBEPABIN),

— ammuak (10% BoxHbIM pacTBOp),

— nurtpat amMoHus (1% BOAHBINA pacTBOP).

AmukBoty (50Mi1) HccreyemMoro pacTBopa moMecTwid B crakad Ha 300 mu,
HAKPBLIU YaCOBBIM CTEKJIOM W Harpeiu Ha mecyaHou O6aHe mo0 kureHus. K ropsuemy
pacTBopy n00aBWIIM 5 Kamenb pacTBopa HHUTpara cepeOpa. Ilocie 3toro B pacTBOp
nopuusiMu npumepHo no 0,2 rpaMMa BHOCWJIM TBEpAbIA NepcyibpaT aMMOHHUS 0
MpeKpaleHuss u3MeHeHus: okpacku. Ilocrme 3Toro pactBop OCTaBWIM KHUIIETh Ha
necyaHou OaHe AMs pas3nokeHus u30bITKa nepcyibdata. [locne Toro, Kak my3bIpbKH
rasza yxe OoJbllie He BBIICISIINCH, IOTPENH elIe 5 MUHYT, CHSITU C 0aHU U K TOpIYEMY

pactBopy aobaBwiu 10% amMmmmaka 10 ciaboro ero M30bITKA W pa30aBUIIM ropsuei
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Bozoi 10 200 mit. PacTBOpy ¢ ocankoM fqanu moctosTh 10 MUHYT Ha clIaboM IMJIaMEeHH
ropesiku (pacTBOp HE KHUIEN) W (QWIBTPOBAU 4Yepe3 (GUIBTP C KpPacHOW JICHTOM.
Ocanok ABaxIbl NPOMBUIM JekaHTauuel 1% pacTBOpoM HHUTpata aMMOHHS C
no0aBjieHHeM aMMuaka u nepeHecnu Ha GunbTp. Ocanok Ha GuiabTpe nmpombun 100
MJI pacTBOpa HUTpaTa aMMOHUS. OUIBTP MPOCYIIUIN U OOYTIWIH B TIPEIBAPUTEIHHO
npokaieHHoM turie. Ocasok T0BETU A0 MOCTOSTHHOM MacChl U B3BECHIIH.

Macca nmycToro Turis

m; = 12,9855r

mp = 12,9851r

m3 = 12,9851r
Macca turig ¢ Fe,Os

m; =13,2127r

my = 13,2113r

m;3 =13,2113r

m(Fe,03) = 0,2262r

4.5. KonnuecTBEHHOE OIpEeICICHUE XpoMa

Omnpenenenne Xpoma IIPOBOAMIIN nepcyinbpaTHo-(cepeOpSHBIM-)
(beppoMEeTPpUIECKUM METO/IOM.

PeaktuBbl

— HuUTpart cepedpa (1% BoaHBIN pacTBOD),

— mepcynbdaTr aMMOHUS (TBEPABIN),

— xJyopup Hatpus (5% BOAHBII pacTBOp),

— pactBop coiu Mopa ¢ uzBecTHoi koHneHTpauuen (Cre = 0,04849M),

— CTaHAapTHbIN pacTBop Ouxpomara kamust (Cy .., =0,02354M, f = )¢),

— CepHas KHUCJIO0Ta, KOHII.,

— (docdopHas kucioTa, KOHII.

Tpu amukBots! (10 M) MccaenyeMoro pacTBopa MOMECTHIIM B KOHMYECKHUE
kous16b! Ha 100 My, paz6aBuiu Booit 10 20 M1, HAKPBUTA BOPOHOUKAMHU U HArpeiu Ha
necuyaHor OaHe 10 KuNeHHsA. B kaxayro M3 KOO KamHyJdu 1O 5 Kamenb HUTpara
cepebpa. B xaxmyro konOy mo00aBisau TBEpAbIH Tepcyiabdar aMMOHHUSA 0
IpeKpalleHus] U3MEHEHUs! OKpacku. Bee Tpu Koja0bl MPOKUIISATHIN 10 UCYE3HOBEHUS

ITY3BIPBKOB KUCJIOpOAa U CHIC IIATh MUHYT. He oxmaxngas KOJ'I6BI, B HMX BIIMJIU 1O 5
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M1 5% pacTtBopa xJjopuaa HaTpus. PacTBopsl mpruoOpenn 4ucTo KenTyro okpacky. K
KaKI0U Koioe mo6aBmin anukBoTy (10 Mi) TuTpoBaHHOTO pacTBopa coiu Mopa, 5
MJI cepHOW KuciIoThl (KoHIL), 3 Ma ¢dochopHoit m 3-4 kamm audeHuIaMuHa.
TutpoBani CTaHIAPTHBIM PacTBOPOM AMXpOMara Kaiusg A0 Mepexofa OKPAacKH W3
3€JIEHON B CHHIOKO.

Pe?;y.]II)TaTLI TUTPOBAHUSA:

Vi =5,48Mmi,

V,=15,47 M,
V3 =15, 52Mi1.
Vep = 5,49 M.

IIpuroroBienne  CcTaHAApTHOIO  pacTBopa  Omxpomara  Kaigus. Ha

aHAJIMTUYECKUX Becax OepeM HaBecKy Omxpomara kamusi Maccoi 0,5770 r. HaBecky
pacTBopsieM B BoJie B MEpHOI1 kos10e Ha 250 MJI ¥ JOBOJIUM JI0 METKH.
My, 010000 1
Ci.cno, = =0,02354M (), K,Cr,0,)

VK(L’! .MK2C1*207 *J oke

[Ipurorosnenue crangapTHOrO pactsopa cosii Mopa. B kauecTBe HCXOIHOTO,
HCIIONTh30Bau pactBop, coaepxkamuii 0,03684r FeSO4 B 1M1 pactBopa. Otoupas 20
MJI M3 3TOr0 pacTBopa U 10BoAs Boxou 10 100 My, monyyaeM CTaHAAPTHBINA pacTBOP
cosit Mopa.

m 34
C,FeSO4 — FeSO, anKs. 0,04849M
MFeSQ, v,

Ko

4.6. Pacuer pe3ynbTaToB ONpeACIEHUN

CF62+ ’ VFeZ+ - CKZCr207 ' VK2CrzO7 ) ' MCr ' Vfcmﬁbl ’ f‘s
V.oom,. . -1000

HaesecKku

%Cr:( = =16,07%

me, o " F-V,
9 Fe = ;0 0 =82,48Y%

an HagecKu

5. 3akmroueHue
[TpoBeneH kauyecTBEHHBIM aHaW3 oOpasna. [IpoBeNeHO KOJIMYECTBEHHOE
Kele3a v Xpoma B oOpasiie.
w(Fe) =82,47%
o(Cr)=16,07%
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