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1. BBEJIEHHUE.

Kemeso m ero cmiaBel OTHOCATCI K npoaAyKTaM qepHoﬁ MCTAJUTYPIruu. B

3aBUCHMOCTH OT COJICPYKAHUS YIiepoja pas3iuyaroT CTaiu (CoICpiKaHHe yriepoja OT

0,2 no 1,7 %) u uyryHsl (conepxanue yriaepoza ot 1,7 1o 6,6%).

Ilensio maHHOW paboTHI SABIAETCS NMPOBEJCHUE aHamM3a oOpasna cramu. B 3amagy

BXOAUT BBIABJICHHUC KadCCTBCHHOI'O COCTaBa O6LCKTa, a TaKXeE OIPEACICHUC

MIPOLIEHTHOTO CO/IEP>KaHNSI OCHOBHBIX KOMIIOHEHTOB B aHAJIU3UPYEMOM OOBEKTE.
2. JUTEPATYPHBI OB30P.
2.1 METO/IbI PA3JIOXKEHUS CTAJIEH [1].

Cy1ecTByeT HIMPOKHHA CIEKTP METOIOB, C MOMOIIBI0 KOTOPBIX MOXKET OBITh
BCKpbITa cTasb. OHM pa3auyaroTcs IO JCHCTBUIO peareHTa Ha CTald W 10
oOpasyrommmMes (opMam ompeaensseMoro KomrnoHeHta. Takum oOpa3oM, BBIOOD
crioco0a, MpeKae BCEro, 3aBUCUT OT OIPEENAeMOro KOMIIOHEHTA HIIU COSIUHEHMSL.

[lo xapakTepy BO3IeHCTBUS Ha KOMIIOHEHTBHI HCCIEAyeMOro o0paslia CTaiH,
XUMHYECKHE METOJIbI PA3JI0KECHHUSI MOXKHO Pa3lIeInTh HA TPHU IPYIIIBbL: PA3I0KCHHUE
0e3 U3MEHEeHHUsI CTETICHH OKHCIICHHS 3JIEMEHTOB, METO/IbI PA3JIOKEHHSI OKHCICHHEM
1 BOCCTaHOBJICHHEM.

IIpu onpeneneHUU OKCUIAHBIX BKIIOYEHUHMM B CTANSAX UCIOJIB3YETCS MEPBBIA U3
BBIIIICYKA3aHHBIX MeTO0B. [Ipo0y cramu craBnsaoT co cMmechio LiBO; u NaO,.
[TonmyuyeHHBI MIaB 3aTeM pAcTBOPSIOT B pa30aBICHHBIX KUCIOTaX, U B 3TOM
pacTBOpE MPOBOIAT ONPEACICHUE KOMIIOHEHTOB.

MeTronoM BOCCTAaHOBJICHUS IPOU3BOIAT OIPENCICHUE HUTPUAA KPEMHHS B
CTaIX, & TAaK)Ke a30Ta, CBA3aHHOI'O C >KEJIE30M M MapraHueM (Tak Ha3bIBacMbIii
«ieTyunil» a3or). B 3ToM ciyuae HcCnonb3yeTrcs BOCCTAHOBJIEHHE BOAOPOJOM.
BoccTaHoBineHHE AIIOMMHHEM HCIOJB3YIOT Ul ONPENEICHHS COICPKAIIMUXCS B
CTaJu OKCHUOB.

Ho, xOHEUYHO K€, CaMbIMU PAacIpOCTPAHECHHBIMU PEAreHTAMU [UIsl PA3JIOKCHUS
CTajel SBIAIOTCS OKUCIIUTEIIN.

Metonom cxuranus npoObl B TOKE KHUCIOPOJA MM BO3JyXa OINpPENEIsIOT
yIJIEpOJ, BOJOPOA U CEepy, BXOIAIIUE B COCTAB METAJIOB U CILJIaBOB.

B kauectBe okucnuTenell HUCHONB3YIOTCS BCE TallOTEHbI, Kpome (QTopa.
HauOonpinee 3HadeHHe HMeEET XJIOp. XJIOPUPOBAHHE CTaleld MPOBOIUTCS JUIS

OTACJIICHHUA OCHOBHBIX KOMIIOHCHTOB B BHJAC JICTYUYHUX XJIOPHUIOB. Oxucnenue



OpoMOM TpOTEKaeT MeAJieHHee, 4YeM XJOpoM. bpoM B  OpraHHMYeCKHX
PacTBOPUTENAX MPUMEHSIOT JUIsl ONIPeIeIeHUs OKCUIOB B cTaiu. OKucieHue ioqom
HAaMMEHEE 3HAUYUMbIA M3 TaJOT€HUCTIONB3YIOMNUX MeTo/0B. Ero pactBopbl B
a0COJIOTUPOBAHHOM ATHJIOBOM (HJIM METHJIOBOM) CIIUPTE HCIOJNB3YIOTCS s
BBIJICTICHUS W3 CTAJIM OKCHJIOB WU JJIsI CEJICKTUBHOTO OKUCIICHHSI CYIb(HUIOB.

Cpenu Ipyrux OKHCIWTENIEH MOXHO OTMETHTh Pb30s, KOTOPBIN HCIONB3YIOT
st onpenenenus azora; KNO,, criiaBiaeHHEM ¢ KOTOPBIM IMPOU3BOAST OKHCICHHE
CTalleld; Ha CIUIaBIEHUH C TMepcyibdaTaMu OCHOBAaH METOJ Pa3lioKEHUs
BOJIb()PAMOBBIX CTaJICH.

B kauecTBe okucnutesnst MOXKET ObITh UCIIOJIB30BAaH MEPOKCH]T BOJOPOA, HO €ro,
B OCHOBHOM, NMPUMEHSIIOT B CMECH C KHCIIOTaMHU ISl TIEPEBEICHUS] KOMIIOHEHTOB
cTajiel B pacTBOP.

XOTsl BCKPBITUE KUCIOTAMU U MOKHO OTHECTH K OJJHOMY M3 PaHEe ONUCAHHBIX
TUIIOB Pa3JIOKEHUs, UMEET CMBICII PACCMOTPETH €ro OTIENIBHO.

Meramibl, cToOsIIME B pANy HANPsDKEHUS JIEBEE BOAOPOJIA, TEOPETUUYECKU
JOJIKHBI PacTBOPATHCA B KUCIOTaX-HEOKUCIUTEISX C BBIJEJIEHHEM Bojxopoxaa. Ha
MpaKkTUKE peajbHOE IIOBEJICHHE METAIOB ONpENEseTcss He TOJIbKO HX
CTaHJApPTHHIMU MOTEHLHUATaMH, HO pAIOM Jpyrux (HakTopoB, IOITOMY
pacTBOpeHHEe B TOJOOHBIX KHCJIOTaX HCHOJb3yeTcss penko. ColsHas KUCIOTa
MIPUMEHSETCS B OCHOBHOM B CMECH C a30THOM KHCIIOTOM.

MeTanisl U CIIaBbl OKUCISIFOTCS @30THON KHUCIIOTOM ¢ 00pa30BaHUEM HUTPATOB,
KOTOpbIe OOBIYHO XOPOILIO PACTBOPUMBI B BOZE. 30J0TO U IUIATUHOBBIE METAILIbI
COCTAaBJISIIOT UCKIIIOYECHHE.

Ha moBepxHoctu psga wmeramwioB (Al, B, Cr wm gpyrux) oOpa3syercs
HEpacTBOpHUMas 3allUTHAasl TUICHKAa OKCHUIOB ,M MOATOMY OHH HE PACTBOPSIOTCA.
Jlo6aBnenne HexkoTOophiX KomruiekcooOpasytomux Bemects (HCl, HF, Bunnas,
JTUMOHHAsI KUCIIOTBI U Jp.) K pacTBOpaM a30THOW KHUCJIOTHI MOXKET MOBIHUATH Ha
pacTBOpEHHE T€X METAJUIOB, KOTOPbIE HE PACTBOPSAIOTCS B OJIHOM a30THOM KUCIIOTE.

bnaronapst BBICOKOI CKOPOCTH peakiuu, cMech 1 00. 4. KOHIEHTPHUPOBAHHOM

a30THOM ¥ 3 00. 4 KOHIICHTPUPOBAHHOHN XJIOPOBOJAOPOTHON KUCIOT (IIapcKasi BOIKA)
MPUMEHSIOT JUIsi PACTBOPCHHSI MHOTHX META/UIOB W CIUIABOB, BKJIIOYAsl CTaJIH.

PactBopsitomasi  cmocoOHOCTh IAPCKOW BOJKH  OMPEACNACTCS KaTATUTHYCCKUM



neiictBueM MoJekyisipHoro xijopa, NOCl u XJIOpHI-MOHOB, YYacTBYIOIIUX B
peakiuu.

HekoTopsle ManopacTBOpUMBIE METAJIIBI U CIIJIaBbl MOXKHO IIEPEBECTH B PACTBOP
C TIOMOIIIBI0 CMECH a30THOM M (PTOPOBOJAOPOIHON KUCTOT. PacTBopeHune yckopsieTcs
Omaromapss 00pa3oBaHHIO (TOPUAHBIX KOMIUIEKCOB, KOTOpBbIE MPEIOTBPAIIAIOT
ruaponu3 Sn(IV), Sb(IV), Ti(IV) u 1.1

CepHast KHCIIOTa IIMPOKO HCIIOJB3YyeTCs MJs IEpeBOJa B PacTBOPUMOE
COCTOSIHME Pa3IMYHBIX METAJUTypPrudeckux NpoayKToB. Ee u30bITOK MOKHO yAATUTh
HarpeBaHWEM pacTBOpa 10 MOsABICHHA Oenoro asiMa. PacTBopeHue yckopsieTcs B
MPUCYTCTBUU CYIb()ATOB Kadus M aMMOHMS, KOTOpbIE IOBBIIIAIOT TEMIEpPaTypy
KWUIIEHUSI KUCJIOTHI. Takke B HEOPraHMYECKOM aHaJIM3€ YacTO MCIOJIb3YIOT CMECHU
AQ30THOM M CEPHOM KHUCJIOT B PA3IUYHBIX mpornopuuax. st pacTBopeHus craiei
PEKOMEHYIOTCS. CMECH a30THOM, CEPHOU U XJIOPOBOAOPOJHOM WIHA a30THOM, CEPHOU
1 hochopHOI KUCITIOT.

[Ipu ananuze craneil 4acTo MPUMEHSIOT XJIOPHYIO KHUCJIOTY, TaK Kak OHa He
TOJIBKO OBICTPO PacTBOPSAET MPOObI, HO TaK)Ke MEPEBOJUT JIETUPYIOIINE IJIEMEHTHI B
BBICILIYIO CTENIEHb OKHCIICHMS.

2.2. XUMMYECKUE METO/IbI OITPEJAEJIEHWA HUKEJIA [2].
2.2.1 TUTPUMETPUYECKUE METO/IbIL.

Haubonee pacrnpocTpaHeHHbIE METOJbI OINpeAeTeHUs] HUKEIs OCHOBaHbI Ha
peaKIMIX KOMIUIEKCOOOPa30BaHUs M OCAXKICHUSI.

2.2.1. Metozsl onpeneneHrs, OCHOBaHHBIC Ha PEAKIIMAX KOMIUIEKCOOOPa30BaHuUs.

Kommnekconsl, ocobenHo sTuneHauamMuHTeTpaykcycHas kucinora (OATA, HiY) u
€e JMHATpUEBas COJb, YacTO NPUMEHSIOTCA Uil omnpeaesieHus Hukens. [Ipm stom
o0pa3yeTcst COeIMHEHUE C COOTHOIICHHEM MeTauia K uranay 1:1

Ni*" + HbY? = [NiY]* +2H"

B cnywae mnpsmoro tutpoBaHus pactBopoM OJITA st yCTaHOBJIEHMSI TOUYKH
SKBUBAJIEHTHOCTU HCIIOJIb3YIOTCSI BHYTPEHHUE WHIUKATOPHI (MYpEKCHJA, apceHa3o u
IpyTHE).

[Ipu tTuTpoBanuu coseid Hukenst pactBopom DJTA ciaenyeT yuyuThIBaTh HECKOJIBKO
ocoOeHHOCTEH. Bo-nepBbIX, BU3yaIbHOMY THUTPOBAHMIO MEIIAET 3€JIEHOBATO-TOTyOast
OKpacKa KOMIUIEKCOHATa HUKENS, M03TOMY BCErja TUTPYIOT pa30aBieHHbIE PACTBOPHI.

Bo-BTOpbIX, WOHBI HHUKENS B3aUMOJCHCTBYIOT C KOMIUIEKCOHOM TpH OOBIYHOMN



TeMIepaType MEUIEHHO, IO9TOMY B OOJIBIIIMHCTBE CIIy4aeB THUTPYIOT MPHU HAarpeBaHUU
o ~80°C.

Hukens Taxke MOXeT OBITH OIpeneleH METOJOM OO0paTHOro THUTpoBaHHs. Tak,
sproxpoM depHblii T o0paszyeT ¢ HOHaMH HUKEJs CIUIIKOM yCTOMYMBOE COCIUHEHHE,
YTOOBI HUKENIb MOT OBITH OTTUTPOBAH Hampsamyto. [Ipu oOpaTHOM TUTPOBaHUU M3OBITKA
OJTA pactBOpoM COIM MarHusi B IIEJIOYHOM Cpelie WIM PacTBOPOM COJIM ITMHKA
yAAaeTCs MOJyYUTh XOPOLIUE PE3YIbTATHI.

Kpome nBynarpueBoit comu OJITA, st THUTpOBaHHUS HMOHOB HHUKENSI MOTYT
MPUMEHSATHCS. U IPYyTU€ KOMIUIEKCOHBI, HAIPUMEP, HUTPUIIOTPUYKCYCHAsI KHCIIOTa U €€
JUHATPUEBAs COJIb, YPAMIIIUYKCYCHAsl KMCIIOTA U APYTHE.

HauGonee crapeifiium U, BMecTe C TE€M, CaMbIM pPACIPOCTPAHEHHBIM METOAOM
TUTPOMETPUUYECKOTO OIPEAETICHUS HUKEIS SABIJISETCS IUAHUIHBIH.

OH OCHOBaH Ha THUTPOBAaHWHM aMMHUAYHOTO pACTBOpPA COJM HHUKENS PacTBOPOM
LMaHUA KaJlus:

4KCN + [Ni(NH3)4]*" = Ko[Ni(CN),] + 2K*

Jliig onpenienieHnss MOMEHTa OKOHYaHUSI TATPOBAHUS BBOAST B KaUECTBE MHIMKATOPA
pactBop KJ u wu3BecTHbIi 00beM oTTUTpOBaHHOrO pactBopa AgNOsz. Ilpu stom
obpa3yercs cycrnen3ust Agl, HepacTBOpUMasi B aMMHAaKe, HO pacTBOpUMasi B M30OBITKE
KCN. Ilocne Toro, kak BeCh HUKEIb IPOPEArupyeT ¢ HUAHUIOM, HAUHET PACTBOPATHCS
nonua cepebpa. Takum o00pa3oM, HCUYE3HOBEHHE MYTH AgJ CIyX HUT NpPU3HAKOM
OokoHuYaHUs TuTpoBaHus. Kpome wommaa cepebpa ans UUAHUAHOTO METOAA OBLIO
MPEIOKEHO MHOKECTBO APYIMX HMHIUKATOPOB, HAIpPUMEp, AUMETHITIMOKCUM WU
MYPEKCH]I.

JUis KOMIJIEKCOHOMETPUUECKOIO TUTPOBAHUS HUKENSI MOTYT TaKKe NPUMEHSATHCS
JUTU30H U 8-OKCUXHUHOJIMH.

2.2.1.2. MeTob! ONIpeeieHHs C UCTIOJIb30BaHUEM JUMETHIIUOKCHMA.

B ocHoBe MeTona npsAMoro onpeaeneHuss OCaxAeHUEM JUMETUIINOKCUMATa HUKEIIS
JICKUT PeaKIUs:

Ni** + 2H,D = Ni(HD), + 2H".

PekoMeHZ0BaHbl pa3iMyHbIE CHOCOOBI YCTAHOBJIEHMSI TOYKH SKBUBAJEHTHOCTH,
HampuMep, C TIOMOIIbI0 WHAMKATOPHOW Oymaru, NPONUTAHHONW HACBIIECHHBIM

9TAaHOJIbHBIM paCTBOPOM AMMECTUIIIUOKCHUMA.



Henpsimoe =~ TuTpumeTpuueckoe  ONpelesieHHe  HUKEIs  C  I[OMOIIBIO
IMMETHITMOKCUMA OCHOBAaHO Ha HCIOJIBb30BaHWU OKHCIHMTEIbHO-BOCCTAHOBUTEIBHBIX
WIHA, YTO 3HAYUTENIBHO pEXe, KUCIOTHO-OCHOBHBIX CBOMCTB MPOIYKTOB THAPOJIH3A
IMMETHITNOKCUMATa HUKEIIS.

Ocanok AMMETHIMOKCUMATa TOCHIe OTIENEHUSI OT pacTBopa oOpabaThIBalOT IMpH
HarpeBaHUN KUCIOTaMU

Ni(HD), + 2H" = Ni*" + 2H,D
CH;C(NOH)-C(NOH)CH; + 2H,0 —-CH3COCOCH;3 + 3NH,OH

[Monyyarommiicss MpH THUAPOIHM3E THAPOKCHIAMUH OTTUTPOBBIBAIOT Pa3INYHBIMU
OKHCIIUTEISIMA. DTO MOXHO C/IeaTh, HAIpUMep, OMXpPOMATOM KaJlusi B KUCIION Cpefe; K
M30BITKY OuxpomMaTta M0OaBISIOT CTAaHIAAPTHBIM pacTBOp cyibpara xenesa (II), a
M30BITOK MTOCIIETHET0 OTTUTPOBBIBAIOT NIEPMAHTaHATOM KaJIHSI.

[TepmaHraHaTOMETpHYECKHE METO/bI ONPEACTICHUS HUKENS AUMETWITUOKCUMOM HE
0COOEHHO TOYHBI W3-32 MaJOW BEIMYMHBI DKBUBAJICHTA HHKENsA. B CBA3M C 3THM,
BHUMAaHUs 3aCIIy’)KHBaeT METOJ TUTPOBaHUS THIPOKCHIAMHHA OpOMAaToOM Kaiws;
THIPOKCHIIAMUH TIPH STOM OKHCIISIOT /IO a30THOM KHCIIOTHI.

[IpeanoxeH psia METOJOB KOCBEHHOTO OMPEAETICHUS HUKENS TUMETHIINOKCHMOM.
OHHM OCHOBaHBI Ha PACTBOPCHHM JMMETHIIAMOKCMMATa HUKENS NpPU HAarpeBaHWUU B
kucnotax. [Tocne pacTBOpeHus: ocazka OTTUTPOBBIBAIOT U30BITOK KMCIOTHI. DTH METOIbI
HE NMPUMEHSIOTCS IHUPOKO, TaK KaK UMEIOT JOBOJIBHO CYIIECTBEHHBIE HEIOCTATKU. Bo-
NEepBBIX, M3-32 HE BCErjJa KOJIMYECTBEHHOTO B3aWMOICWUCTBHS KHCIOTHI M IPOJYKTOB
THIPOJIA3a, OIIMOKA B pe3ysbTaTax BCETJa OYCHb BENMKAa. BO-BTOPBIX, TAaHHBIM METOI
NPUMEHUM JIMIIb JUIS Y3KOTO MHTEpBaja KOJMYECTB HUKEIS, MOCKOJBbKY IOSBICHHUE
CYCIICH3UHM IMOKCHMaTa TpPU HEWTpajau3allid HACTYNaeT TEM paHbIle, 4eM OoJblie
0011asi KOHIIEHTPAINS HUKEJIS.

2.2.1.3. lpyrue MeTOoIbl TATPUMETPUIECKOTO METOA ONPEICIICHHUS.

HemHoro4mcineHHple TpsSMbIE METOABI THUTPOBAHUS HHKENS, OCHOBaHHBIE Ha
peaKknuyu HeHTpaln3aluy, KaK MPaBHIO, TPUMEHSIOTCS JUIS ONPENCICHUs JTOBOJIBHO
BBICOKMX €ro KOHIEHTpAallMii B YHCTBIX pacTBopax. lIpm 53ToM momydaroTcs
CPaBHUTEIHLHO MAJIO TOYHBIE PE3yIbTaTHI.

PacTBophl coneil HHKeENs, CoaepiKallie aHWOH CHJIBHOW KHCIIOTBI, MOTYT OBITh
OTTUTPOBAaHBI ~ pPAacCTBOpPaMM IIEJI0OYEH B  TMPHUCYTCTBUM  Kpe3oid(pTaleMHa WU

¢denondranenna. B Tex cimyuasx, Korja HHUKEIb MPUCYTCTBYET B BHJIE COJIeH ClIa0bIX



KHUCJIOT WU KHCJIIOT CpeZ[HCfI CUJIbl, MPUMCHAIOT MCTOI 06paTHOF0 TUTPOBAHUS:
OCaXKJICHHBIN THIPOKCHU HHUKEIS PaCTBOPSIOT B M30BITKE KHCIOTHI, H30BITOK KOTOPOH
OTTUTPOBBLIBAIOT B IIPUCYTCTBUU METUIIOPAHIKA.

W3 KOCBEHHBIX METOJOB, OCHOBAaHHBIX Ha PEAKIHUSIX OKHUCICHHS-BOCCTAHOBIICHHSI
MOKHO OTMETHUTH CHCI[yIOH.[HfI. HI/IKGJ'H), KaK U MHOTHC OPYIrUC KaTUOHBI, MOXKCT GBITB
ocaxknmeH B Bujae okcamara NiC,O4 w®3 pacTtBopa, COIEpKalIero 5STaHON WA
MYypaBbUHYIO KHCIOTY. OCaZioK pacTBOPSIIOT CEPHOM KUCJIOTE M OTTUTPOBBIBAIOT MU
HarpeBaHWU PaCTBOPOM IlepMaHraHata Kaius. MeTo TOYEH, HO HE CEJICKTHBEH.

2.2.2 TPABUMETPUYECKUWE METO/IBI.

BosbIMHCTBO TpaBUMETPUYECKUX METOJOB OMpECIICHHs] HUKEsl OCHOBAaHO Ha €ro
CIIOCOOHOCTH O00pa30BBIBaTh COCJAMHEHHUS C O-TUOKCHMAMH. O-J{HOKCHUMBI, SBISSICH
ABYXOCHOBHBIMHU KHCJIOTaMH, pPCarupyroT ¢ HOHaAMM MCTAJUZIOB KaK OJHOOCHOBHBIC
KHCJIOTHI:

Me?" + 2H,D < Me(HD), + 2H"

CoenuHeHus: HUKEIS ¢ O-TMOKCUMaMH UMEIOT CIEAYIOIIee CTPOCHUE:!

N3 Bcex 0-IHMOKCHMOB camMoOe IIUPOKOE PAaCHpOCTPAHEHUE B aHATTUTHUYECKONW XUMHUH
NOJy4Yms1 TUMeTWIrmiokcuM. Eme UyraeB pekoMeHIoBaj ero Ajsl KOJTUYECTBEHHOTO
ompe/ielIeHUsT HUKETsl B MPUCYTCTBUM OoJbiuxX KomaudecTB kobanbTa (I1). Kobanst (1),
COTJIACHO TMPEJUIOKEHHOW METOIUKE, MEPEeBOAUTCS B KOMIUIEKCHOE COEIMHEHHE
koOanbTa (III), He Memaroniee BBIAEICHUIO AUMETHIIIMOKCUMATAa HUKENS 3TaHOJIbHBIM
pacTBOpoM  TUMETWIrTHOKcuMa. OcaloK TPOMBIBAeTCS  XOJOAHOM BOAOH H
BbICYIIMBaeTcs npu temneparype 110-120 °C.

OTmeuaercsi, OJJHAKO, YTO JAHHBIM METOJ] HENPUMEHUM JUIsl ONpEeleNeHUsT MajbIX
KOJIMYECTB HUKEIIS B COJISIX KOOAIbTa, pe3yIbTaThl OKA3bIBAIOTCS 3aBBIIICHHBIMH.

B HekoTopbix paboTax peKOMEHIyeTcs MpOKaluBaTh OCAJOK AUMETHIIIMOKCHMATa
1o NiO, ogHako HanboIee YacTo MCIOIB3yeMON IPaBUMETPUIECKOI (HOpMOIi SBIISETCS

CcaM JUMCTHIIIMOKCHUMAT.



[Tpu ompeneneHun HUKENsT B IPUCYTCTBUH XKelle3a PEKOMEHIYeTCs TIoceIHee MO0
MacCKUpPOBaTh BUHHOW WJIM JTUMOHHOW KHUCIIOTOM, MO0 BOCCTaHABIMBATH 10 xene3a (1)
(Tocynbdarom, TUAPA3ZUHOM, OUCYITH(OUTOM HATPHUS U APYTHUMU BOCCTAHOBUTEIISIMH).
[Ipu onpeneneHnN HUKENS B MPUCYTCTBUU KOOAIbTa U KeJe3a UCIOIB3YIOT Pa3INuHyI0
YCTOWYMBOCTD UX IIMAHUTHBIX KOMILIEKCOB.

bonbmioe 3HadeHuwe s ompezesieHUst CPaBHUTEIBHO MallbIX KOJMYECTB HUKEIs
(0,5-10 Mr) umeeT KUCIOTHOCTh pacTBOpa. JJMOKCHUMAT HUKEIS MOJHOCTHIO OCAXKIAETCS
npu pH 6,0-10,2; mpu pH>10,2 pe3ynbTaThl CTAHOBATCS 3aHM>)KEHHBIMU.

Kpome nmuMeTwimuokcumaTa TPUMEHSETCS, XOTSI H  peXe, pacTBoOp O-
OcH3wiITuokcuMa B areroHe. OpHAKO, HE CMOTPS Ha TaKWe INPEUMYIINECTBA, Kak
BO3MOXXHOCTh OCQKJECHUSI HUKEIs B KHUCIIOW Cpelie U B MPUCYTCTBHUH jKele3a, TaHHBIN
peareHT peKOMEHAYETCS MCIOIb30BaTh TOJBKO s ompeneneHus manbix (~0,025 r)
KOJIMYECTB HHUKENsA. DTO CBSA3aHO C TEM, YTO Ipu Oojiee BBICOKMX KOHIIEHTPALUIX
0CaJIOK OKKJIIOJUPYET PEareHT, v MO3TOMY PE3yJIbTaThl BCETA 3aBBIIICHBI.

Jlyis ompeneNneHrss HUKENsE MOTYT CIYKUTh U JPYTHE O-IUOKCHUMBI, TaKHe KaK O-
(GypOoNINOKCUM, HIOKCUM, TEITOKCUM U JIpYTHE.

W3 npyrux opraHuyecKux peareHTOB ISl TPaBUMETPUUYECKOTO OMpeIesIeHUs] HUKEes
ClIeyeT OTMETUTh cienytomiue. 8-OKCUXUHONIUH KOJTHYECTBEHHO BBIJCISACT HUKEIh U3
O0ydepHoro pactBopa. Ilocne otrneneHusi, 8-OKCUXUHOJAT HUKENS MPOKAIMBAIOT 10
NiO. AmnTpaHwioBas KUCJIOTa TaK)Ke WHOTJAA TPUMEHSETCS I BBIACICHUS W
KOJIMYECTBEHHOTO ONPEJENICHNUsS MalbIX KOJMYECTB HHKENs B HEHTpaidbHOW WK
cmabokucioit  cpene. 3-OKCHMMHHOCATHMIIMIIOBAS  KUCJIOTa MPUMEHSETCS IS
omnpeaeneHuss Hukens u Meau. CanuumnamMuH U Apyrue mupdoBble OCHOBaHUS
00pa3yroT ¢ HUKENIEM YCTONYHBBIE KOMIUIEKCHBIE COSTMHECHHS.

N3 Heopranmueckux peareHTOB cieayer ynomsinyTb K,Hgls, pactBOp KOTOpOTrO
OCaXIaeT HUKEIh U3 aMMHAYHOTO KOMITJIEKCA B BUJIE 3€JIEHOBATOTO KPUCTAJUIMYECKOTO
ocanka [Ni(NH3)4]Hgl4, KOTOpBI B CITyKUT rpaBUMETPUUIECKON (HOPMOIA.

2.3 XUMUYECKHUE METO/IbI OITPEJJEJTEHU S XKEJIE3A.
2.3.1 TUATPUMETPUYECKUE METO/BbI[3].
2.3.1.1. Metoas! onpenenenusi, ocHoBanuble Ha okuciaenuu Fe(Il) mo Fe(I1l).

JlaHHbIE ~ METOABI  SBJIAIOTCS HaumOoJee MIMPOKO  PACIPOCTPAaHEHHBIMU U

ucnonb3yeMbiMu. Croia OTHOCSTCS, B TIEPBYIO OUepe/ib, IEPMaHTaHATHBIN M XPOMATHBIN

METO/IbI OTIPEICIICHUS.



Kak crenyer u3 Ha3BaHUS, nepmMaHeaHammubvlil Memoo OIpPEIeIeHUs] OCHOBaH Ha
OKHCJICHUH IBYXBaJICHTHOTO JK€JI€3a IEPMAHraHATOM KaJlusl.

Peakuus nporekaer o ypaBHEHHIO:

10Fe®” +2MnOy4 + 16H" = 10Fe’” + 2Mn”" + 8H,0

JUist TUTPOBAHHS MO ATOMY METOAY HE HYXXEH WHAMKATOp, TaK KaKk HEOOJbIIOi
M30BITOK NTEPMaHIaHaTa KaJlusl OKpaIlMBaeT PacTBOP B PO3OBBIL LIBET.

Yamie Bcero, npu aHaiau3e 00BEKTOB, Kele30 HAXOIUTCS B UCTIBITYEMOM pacTBOpPE B
TPEXBAJIEHTHOH (hopMe, MOATOMY INEpe]l THTPOBAHUEM €ro HEOOXOIMMO BOCCTAHOBHTH
no Fe(Il). Dro moxHO caenats xjopuaoMm osoBa (II) wmim kxakum-nmubo Apyrum
BOCCTaHOBUTEJIEM:

2[FeCly] + [SnCL]* = 2Fe*" + [SnCl¢]* + 6CI".

TurpoBanue mnepmMaHraHaToM Kalus CIEAyeT BECTH B IPUCYTCTBUM CMECH
Pelinrapna-llummepmana, cocrosieit u3 H>SO4, H3PO4 1 MnSOy. IIpucyTrcTBue B 3TOM
CMECH CEPHOM KHCJIOTBI CO3Ja€T HY)XHYIO KOHIICHTPAaLMI0 HOHOB THUAPOKCOHHSA B
TUTpyeMoM pactBope. DocdopHass KucCIoTa 00pa3yeT C OKpaIlIeHHBIMU HOHAMHU
TPEXBAJIEHTHOTI'O JKeje3a OeClBETHbIE KOMILJIEKCHBIE HOHBI, YCTPaHss TAKMM 00pa3oM MX
MeEIIAKoIee BO3ACUCTBUE IIPU OIIPEACICHUN KOHEUHON TOUYKY TUTPOBAHUS.

Peakuusa Mexny IByXBaJECHTHBIM JKEIE€30M M IIEPMAHTaHATOM KaJlus MHIYLHUPYET
pEaKLUIO0 OKUCIIEHNS COJITHON KUCIIOThI IEPMAHTaHATOM KaJlus Ha XOJIOAY:

2MnO; + 16H" + 10CI" = 5Cl, + 2Mn*" + 8H,0.

Cynbdar mapranna (II) mpegorBpaiiaer oKUCIEHHUE COMSTHOM KHCIOTHI.

[lepmMaHraHaTOMETpUYECKOMY ONPEACICHUIO JK€le3a HE MellaeT HeOOJbIloe
KOJINYECTBO OKHCIHUTENEH (MIepeKrcH BOAOPOAa, OMXpoMaTa Kalus U IPYyTrHx), KOTOpPbIE
BOCCTAHABIIMBAIOTCA BMECTE C JKEJIE30M IIEepel] TUTPOBAHMEM, HO MELIAIOT BEIIECTBA,
pearupyiomuye ¢ HNepMaHTaHaTOM Kaius (CEpHUCTBIN Ta3, CEpPOBOJOPOJ, ILABEJIEBas
KHCJIOTa, OpraHMYecKue INpuMecu U apyrue). Eciam 3Tu BemecTBa copepkarcss B
HEOOJIBIIIOM ~ KOJIMYECTBE, HMX MOXHO 00€3BpeANTh, TNPEABAPUTEIHLHO OKHCIUB
HEOOJIBIIMM KOJMYECTBOM I€PMAHIraHaTa Kajusl, U30bITOK KOTOPOI0 BOCCTAHABIMBAIOT.
TurpoBaHuio Takke MELIAIOT MHOTME MeETajllbl, KOTOpbIE, BOCCTAHABJIMBAsiCH,
TUTPYIOTCS TOTOM IIEPMAHIaHATOM KaJIusl.

Xpomammuuiii memoo omnpeAeseHus BO MHOTOM CXO0X ¢ nepMaHraHaTHbIM. CyThb ero
TAK)KE 3aKJIF0YAETCS B OKMCICHUH JIBYXBAJICHTHOTO JK€JI€3a 10 TPEXBAJICHTHOIO:

6Fe’" + Cr07” + 14H' = 6Fe’ + 2[Cr(H,0)6]’” + H,0.
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[Io »TomMy wMeromy Takxke HEOOXOIUMO TIPEABAPUTEIHLHOE BOCCTAHOBIICHHUE
TPEXBAJICHTHOI'O XkeJie3a 10 IBYXBAJIEHTHOU (DOPMBI.

M36bITOK auXpoMaTa Kajdusl TOJNBKO cj1a00 OKpalIMBaeT THTPYEMBIH pacTBOp,
MO3TOMY JJISl OTpEJENIeHNsT KOHEYHOW TOYKU TUTPOBAaHUS HEOOXOauM HHAMKATOp. B
KauecTBE MHAUKATOPA MPUMEHSIOT TUu()eHUIaMUHCYTh(OHAT HATPHSL.

B mpolecce THTPOBaHMS IOBBINIACTCS KOHIEHTpamms HOHOB Fe’', 1w,
CIIe0BATENBHO, BO3pAacTaeT moTeHmMan cucremMsl Fe''/Fe’’, wuro mnpmBogur K
MPEeKICBPEMEHHOMY H3MEHEHHMIO OKpacku audenunamuHa. [Ipum npubasnenun
pactBopy (ocOopHOH KHCIOTBI TOTEHIMAT CHCTEMBbl CHH)KAETCS BCIEJCTBHE
00pa30BaHMs KOMIUIEKCHBIX HOHOB. TakiM 00pa3oM, YCTpaHseTcs! BIHsHIE HOHOB Fe' ™
M OTYETIMBBIH TIEpexXo] OKPAacCKM HACTymaeT TOYHO B HSKBHUBAJICHTHOW TOYKE
TUTPOBAHUS.

[Ipu ompeneneHun »xene3a XpPOMATHBIM METOJOM HE MEIIAeT MPHUCYTCTBUE B
pacTBope opraHMYecKHUx rnpumeceit u 10 2-3% COJSHOM KUCIOTHL, YTO YacTO O0Jeryaer
MIPUTOTOBIICHHE PACTBOPA JUIsI THTPOBAHUSI.

Oco0oe mpenMyIIecTBO XpOMAaTHOTO METOJIa 3aKJII0YaeTCsl B TOM, UYTO JIBYKpaTHOU
NEepeKpUCTAIN3Ael M3 BOJHOTO pAacTBOpa M BBICYIIMBAHHUEM HW3MEIbYCHHBIX
kpuctamioB npu 150-160°C MOXKHO HOTYYUTh XMMHUYECKM YMCTBIH OMXpOMAT Kajwus.
KonnenTparus Takoro pactBopa B TeU€HHE JOJITOT0 BPEMEHU HE MEHSIETCS.

Kpome mudenmmamuna B KadecTBe HMHIMKATOpAa MPH OMXPOMATOMETPHYECKOM
OTIpEICTICHUN >Kelie3a MOXKET HCIIOJIb30BaThCs (PEHUIAHTPAHUIIOBAST KHUCIOTA. OTOT
WH/IUKATOp MMeeT OoJiee BBHICOKMN TOTEHIMAT OKHUCICHHs, 4eM Au(eHWIaMuH, U B
OTIMYME OT HEro He pearupyeT ¢ TPEXBAJECHTHBIM >KEIe30M, MOITOMY OTHaAaeT
HEO0OXOIUMOCTh TOOABIATH POCHOPHYIO KUCIIOTY.

2.3.1.2. Metons! onpenenenus, ocHoBanHble Ha BocctanoBieHnu Fe(Ill) mo Fe(ID).

Tumanomempuueckuii MemoO OIPENEICHUS OCHOBAaH Ha BOCCTAaHOBIICHUU
TPEXBAJICHTHOTO JKeJie3a PACTBOPOM TPEXBAJICHTHOTO THUTaHA. Peakiusi mpoTeKaeT Mo
YpaBHEHHIO:

Fe'" + Ti*" = Fe*" + Ti*".

WHAuKaToOpoM CITy’)KUT pOJaHUI aMMOHUS FITH KaJTusl.

Ha ompenenenue »enesa mo 3ToMy METOy TpeOyeTCsi MEHbIE BPEMEHH, YeM IO
NPEBIAYIIAM, TaK KaK TUTAHOMETPHUYECKUH METOA He TpeOyeT NpeaBapUTEIHLHOTO

BOCCTAHOBJICHUS TPCXBAJICHTHOI'O KEJI€3a OO ABYXBAJICHTHOIO. C prrOﬁ CTOPOHBI,
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PacTBOPBI TPEXBAJICHTHOTO THUTaHA JIETKO OKUCIISIFOTCS HAa BO3AYXE U MX HEOOXOIMMO
XpaHuTh B aTMOoc(hepe MHEPTHOIO Trasa.

OrnpezenieHnIo kee3a Mo 3TOMY METOAY MEIIAI0T OKUCIUTENH (a30THAas KUCIIOTA,
MePOKCHU/ BOopoa, epcyibdarsl u aApyrue), mens (I1I), Boasdpam u BaHaui.

B memooe onpeodenenus npu nomowu xnopuoa onosa (Il) TpeXBaJIEHTHOE KEJIE30
TUTpYIOT pactBopoM SnCly; MHAMKATOPOM CIYXKUT KaKOTEIUH WU UHIUTO-KapMHH.
TurpoBaHue TOIKHO IPOBOAUTHCS B TopsiueM 2M pacTBOpe COISHON KUCIIOTHI, TaK Kak
Ha XOJIOy peaklus MPOTEKAeT MEJIEHHO U HE KOJMYECTBEHHO.

[IpeumymiecTBaMu  3TOTO  METOAA  SIBJISIIOTCA ~ MPOCTOTA  BBIMIOJIHEHHS U
HCIIOJIb30BAHUE TOJIBKO JIBYX PEAKTUBOB-TUTPOBAHHOI'O PACTBOpPA U MHAMKATOPA.

MepxyprHumpummsiti Memoo OTPeelIeHNs OCHOBAH Ha TUTPOBAHUHU TPEXBAJICHTHOTO
JKeje3a pacTBOPOM HUTPATA OJAHOBAJICHTHOM PTYTH IPU KOMHATHOW TeMIlEpaType B
pacTtBope, coaepxameM ~500.% a30THON KUCIOThL. VHAMNKATOPOM CIY>KUT PacTBOP
pomaHuia aMMOHHUs. Peakiins BOCCTaHOBIIEHUS TPOTEKAET 110 YPABHEHHUIO:

Fe3+ + Hg+ — Fez+ + Hg2+.

OmpeneneHnio xKenesa MO 3TOMY METOJNYy MEIIAeT IMPUCYTCTBUE HOHOB XJIOpA,
KOTOPBIE C COJISIMU PTYTH 00pa3yloT MaJoJuCCOMUpYomue coequaenus. [Ipucyrcrue
COJITHOM KHCJIOTBl B KOJIMYECTBE Jaxe 1% 3HAaYMTENbHO 3aBBINIAET PE3YJIbTAT
OTpeJIeTICHUs Kee3a.

Henocratkom meTtona sBAsieTCs NPUMEHEHUE JIOPOrOro M SIAOBUTOrO PEaKTHBA-
Hutpara pryTH (I).

K Meromam ompeneneHus >xeine3a BOCCTAHOBJICHHEM OTHOCUTCS TaKXKe Memoo,
ocHogaHHblll Ha occmanosnenuu Fe(lll) ackopbunosou kucromou. Peaxuus
BOCCTaHOBJICHUS ITPOTEKAET M0 YPaBHEHUIO:

2F€3+ + C6H806 = 2F62+ + C6H6O6 + 2H+

Meroa He UMEET HUKAKOTO MPEUMYIECTBA IO CPABHEHUIO ¢ XPOMATHBIM METOAO0M
OmpeNeeHUsl Kejae3a, a HEJAOCTaTKOM €ro SBJISETCS MPUMEHEHUE TaKoro J0pOroro
peakTuBa, Kak aCKOpOMHOBAs KHUCJIOTA.

Taxxe OBUIO TPEATIONKEHO UCHOIL308AMb 8  Kawecmee  B0CCMAHOBUMENs
MPexeaneHmHO20 xene3a colb 08YX8aleHMHO20 Xpoma. Peakius BOCCTAaHOBJICHHSI HIET
110 YPaBHEHHUIO:

Fe’™ + Cr*" =Fe*" + Cr'".

3arem xene3o (II) TuTpyercs pacTBOpOM HYETHIPEXBAJIEHTHOIO LEPHUS WIH
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PacTBOPOM IISITUBAJICHTHOTO BaHAUsl B MPUCYTCTBUU (DEHUIAHTPAHHUIIOBOM KUCIIOTHI B
KauecTBe HWHAMKaTOpa. lIpenMyIiecTBO BOCCTaHOBJIEHHS JBYXBaJICHTHBIM XpPOMOM
3aKJIFOYAeTCs B TOM, YTO H3OBITOK €ro OBICTPO BOCCTAHABIMBACTCS KHUCIOPOAOM
BO3JIyXa JI0 TPEXBAJICHTHOU (HOPMBI (Eoo ; on = 10.40 B, EOCr/Cr = -0.41 B).
OOpa3yromuiicss mpu 3TOM TPEXBAJICHTHBI XpPOM B KHUCJIOW Cpelle HE OKHCISETCS N0
IIECTUBAJICHTHOW (OpPMBI Jake CHJIBHBIMH OKUCIMTENSIMHU, W, CJEJ0BaTElIbHO, HE
MEIIAET OMPEIETICHUIO.
2.3.1.3. KoMIUIEKCOHOMETPUUYECKUI METO]T ONIPEAECICHHUS JKele3a.

MeTon OCHOBaH Ha TOM, YTO TpeXBalleHTHoe xkene3o obOpasyer ¢ DJITA OGoinee
MPOYHBI KOMIUIEKC, YEM C CAIMIUIOBOM KHCI0TOH. [loaToMy mo mepe TUTpOBaHUS
WHJUKATOP BBITECHAETCS U3 KOMILIEKCA; B TOUKE SKBUBAJECHTHOCTH KOMILIEKC XKeEJe3a C
WHAUKATOPOM, KOTOPBIM OKpallMBaeT pacTBOpP B JIMJIOBBIA I[BET, IOJTHOCTHIO
paspymiaeTcsi U pacTBOpP NPUHUMAET JKEJITYI0 OKPAacKy, CBOHMCTBEHHYIO KOMIUIEKCY
xene3a (III) ¢ DATA. Tutpyemslii pacTBop cieayeT HarpeBaTh 10 60-70eC, mpu Oosee
HU3KOH TemnepaType KOMIUIEKC TpexBaJeHTHOro xeine3a ¢ DJITA obpasyercst cTuImkom
MemiieHHo. PactBop pomxen umerb pH=1-1,5, Tak kak npu stom pH mopasisromniee
OOJILITMHCTBO METAJIOB He 00pa3yeT ycTolunBbIX KoMmIuiekcoB ¢ D/ITA.

[IpermymiecTBO  KOMIUIEKCOHOMETPHUUECKOIO  METO/Aa IO  CpPaBHEHHIO C

OMXpOMAaTHBIM M TEPMaHTaHATHBIM COCTOMT B TOM, YTO MpPH HEM HE Tpedyercs
BOCCTAHOBJICHHE TPEXBAJEHTHOIO JKejie3a, a IO CPaBHEHHIO C THUTPOBAHHEM
TPEXBAJICHTHOI'O >KeJie3a PacTBOPAMH TPEXBAJIEHTHOIO THUTAHA WM JIBYXBAJIEHTHOTO
XpoMa - B UCKITIOUUTENbHON YCTOMYUBOCTH TUTPYIOLIETO pacTBOPA.

2.3.2. TPABUMETPUYECKUE METO/IbL.

[Ipsimoe ompeneneHue xene3a TPaBUMETPUYECKUM METOAOM B BHJIE OKCHIA PENKO
MPUMEHSETCS, BCIIEJCTBUE OJHOBPEMEHHOTO OCAXKIEHUS THUAPOKCHIIOB JPYTUX
KOMIOHEHTOB. [103TOMy naHHBIN METOJI MPUMEHSIETCS B OCHOBHOM IS aHAJIN3a YHCTHIX
COPTOB Kese3a (MOPOIIKOOOpa3HOE KeIe30, BOCCTAHOBIEHHOE BOJOPOJOM H TOMY
moA00HOE).

CyurHocTh METO/Ia 3aKiII04aeTcsl B cleaytomeM. HaBecky MeTamindeckoro xeiesa
MEePEBOJSIT B PACTBOP B BHJIE Fe". Jls atoro ee pacTBOPSIOT JIMOO B COJITHOM KHUCIIOTE,
a 3aTeM B MOJYYEHHOM PACTBOPE OKUCISIOT A0 TPEXBAJIECHTHOTO COCTOSIHUS (HAampumep,
MEPOKCUIIOM BOAOpOJa), JHOO cpa3y B pa30aBICHHOW a30THOH KHCIOTE TIPH

HarpeBaHUU.
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W3 momyueHHOTO pacTBOpa KEJIe30 OCAKIAIOT B BHUJAE THAPOKCHAA HEOOIbLINM
U30BITKOM  aMMuaka. [lomydeHHBI  OCaJOK  OTAEISIIOT M IPOKAIMBAIOT.
I'paBumeTpuueckoii opmoii B JanHOM MeToze siBisiercs Fe,Os:

Fe(OH); = Fe,03 + 3H,0.

IIpu cunbHoM mnpokanmuBanuu (Beime 1000 °C) wnm  npu  AelcTBUU
BOCCTAaHOBUTEJIBHOTO IUIaMEHHU Tropenku okcua xenesa (I1I) moxer BoccranaBnuBathes
10 peaKLuu:

6Fe,0; & 4(FeOxFe,03) + O,.

OTo BieuyeT 3a CcOOON YMEHBIIEHHE Beca OCaJka U HCKaXEHHE Ppe3ysIbTaToB
ananuzal4, ¢.38].

Kpome Toro, mis ompezneneHus jkenesa I'PaBUMETPUYECKHM METOJOM ILHUPOKO
UCIOJIb3YIOTCS OPraHUYECKUE PEAreHTHI.

8-OKCHXMHOIMH OCaXIaeT KEJIe30 M3 PacTBOPOB, COAECPKAIIMX aleTaT aMMOHMS.
Ocanok BeicymmBaercs npu 120-125 °C B Bune ocaxxknaemoro coeaunerus Fe(Ox)s, rae
Ox-monekyna okcuxuHoiuHa. Ero mpousBomnoe-5,7-au0pomM-8-0KCUXUHOIHH-SIBISETCS
Oosiee M30MpATEIbHBIM PEAreHTOM Ui OCaXJAeHUs skene3a. OCaKICHUI0O UM He MellaeT

npucytcTBue noHoB Al, Cd, Co, Hg, Mn, Ni u apyrux.

O

i)
oH

Kyndeppon ocaxnaer xene3o U3 KUCIbIX pacTBOpoB. Ocanok 1100 NMPOKaTUBAIOT 10
Fe,03, mu6o BeicymmBaroT npu 98°C u B3BemmBaroT B popme Fe(CcHsN,O4)s.

JI1si TpaBUMETPUYECKOTO aHAIIM3Aa MOYKHO IPUMEHUTh TAKKE OCAXKICHUE
NUPUAMHOM U3 pacTBOpoB npH pH 4. OcaxeHuto He MemaroT HoHbl Mn, Zn, Ni, Co u

I1132. Oxnaxo, Bmecte ¢ Fe(III) atot pearent ocaxmaer A", Ti, PO4 [5].
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3. SKCIIEPUMEHTAJIBHAS YACTb.
3.1 OITPEJEJIEHME KAYECTBEHHOI'O COCTABA OBPA3LIA [6].
3.1.1. IlpenBapurenbHbIN aHAIINS.

OO6pa3zer; npeacTaBisul cO00 METATUINYECKHE CTPYKKH CEpOro I[BETA, U3 Yero ObLI
ClleJIaH BBIBOJ, YTO JaHHBIM oOpasen — crutaB. [lis BeIOOpa croco0a pacTBOpPEHUs
CIlaBa M CXEMBl  MOCIEAYIOIIEro  OOHapy)XeHHsT KaTHOHOB  HEOOXOIUMO
MIPEIBAPUTEIILHO OTIPEICIUTh THIT CIIABA.

Hpe,I[BapI/ITCJ'IBHaH CXEMa aHaJIn3a 06pa3ua.

Tabmamma 1
No Pearent HaOmronenwns BriBog
1 30%-ub1ii pacTBOp | Brinenenue my3bIpbKoB | 0Opasel] He SBIIeTCs
NaOH rasa He HaOJIIOZAeTCs | CIUIABOM QJIFOMUHMS
2 3%-HbIN pacTBOP He HaOJrogaeTcs Hy aHAIN3UPYEMBIN
Fe,(S04)s, BBIZICIICHUE Ta3a, HU oOpa3sell CriaBoM

[OJIKUCIICHHBIN CEPHOM|  MOSIBIIEHHE Oyporo | MarHus He sSIBJIETCS

KHCIIOTOM ocajka
3 IIpA HaIrPEBAHUU IOJIyYEHHBIN pacTBOp AQHAIU3UPYEMBIN
koHui.HCI, 3atem 6M OKpalIuBaeTCs B CILJIaB SIBISIECTCS
HNOs; u nocne 3toro,| KpoBaBO-KpacHbBIN LIBET, CTaJIbIO WU
10%-nb1ii pacTBOp YyTYHOM
NH4NCS

3.1.2. KadecTBeHHBIN aHaM3 00pa3iia CIuiaBa xeesa.

CrutaB pacTBopsuid B cepHOil kuciote (1:5) mpu HarpeBaHuM Ha mecuaHoW OaHe.
HepacTtBopuBmmiicss 4epHbIii ocagok (rpadut, KpeMHUH, KapOuIbl) OTHUIBTPOBATN U
nanee He Hcnoyb3oBand. Ilocie TONMHOTO TpeKpamieHus BBIACIECHHS BOJIOpOJA
npuOaBsIM  KOHIEHTPUPOBAHHYIO a30THYIO KHUCIOTY U HarpeBanu. [locrme Bcex
OMMHCAaHHBIX OIEepauii OB MOMYy4YeH MPO3padyHbIi pacTBOp O3 HEPACTBOPUBIIETOCS
ocaJka, 4YTO YKa3blBaeT Ha OTCYTCTBHE B aHaJU3UPYEMOM CIUIaBe BOJIb(pama.

KauecTBeHHbI aHANM3 00pa3ia ObLT MPOBEACH IO CIEAYIONIEH cXeMe.



Cxema a”Hannsa

oOpa3sia cranu.

Tabawnia 2.
Ne| OOBekT Pearent HaOmroneuns BriBoz
aHanmm3a
1 |ucxonHsIi pactBop NaxS BBIIAJIAET YEPHBII B COCTaB
pacTBop (cpena xucnas), 0CaJIoK CIUIaBa BXOAST
[OJTy4YEHHBIN pacTBOP, MOJINO/IEH WU
HarpeBaoT Me/lb
2 | ocamok 1 6M HNO; JacTh OcaliKa OT Oocajzika
pacTBopseTcs OTJeJIeHa cepa
3 | ocanok 2 | BeimapuBaHue ¢ 4M |ocamok pacTBOpsIETCS
H,S0O4
4 |pactBop 3| OOmbIION M30BITOK | HE HAOMIOAACTCS CIUIaB HE
KOHII. pacTBopa NHj |0Opa3zoBaHe TEMHO- [COAEPKHUT MeTH
CHHETO pacTBOpa
5 | pactBop 3 |koHI. pactBop HCI+| crnmpToBO# CiIOK  |B COCTaB CTAu
pactBop NH4NCS+ |  okpammnBaercs B BXOJUT
pactBop SnCl,, KpaCHBIH I[BET MOJINOICH
M30aMUJIOBBIM CIUPT
6 | pactBop 1 | u36sITOK 30%-HOTO oOpazyercst
pactBopa NaOH OKpAaIllCHHBIN
amMop(QHBII ocaok
7 | pactBop 6 | 4M pactBop HCl + | He Habmonaercs | B 0ObeKTe HE
3% pactBop H,O, | KpacHO-KOpUUYHEBOE | COIEPKHUTCS
OKpallIMBaHUe BaHa/UMN
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8 | ocamok 6

M30BITOK pacTBOpa
NaOH + 3%-ubI1it
pactBop H,O,,

pacTBOp HArpeTh
9 |[pactBOp 9

3%-HbIi pacTBOP HEe Ha0Ir0aaeTCs obpaserr He

H,0, + pactBop
H,SOy4 (1:4), a¢pup

OKpallluBaHUC COACPKUT XpOM

3(UPHOTO CJIOS B

CHUHHHU [IBET
1 | ocagok 6 | 4M pactBop H2SO4 | 0cagok MOMHOCTBIO
pacTBopsieTcs
1 |pactBop 8| pactBop H3PO4, He Habmoaercs CTaJlb HE
IM pactBop H2SO4+ JKeJITOTO COIEPIKUT
3% pactBop H20» OKpaIIMBaHUS TUTaH
pacTBopa
12.| pactBOp 8 [KOHI. pacTBOp HNO3 pactBop B COCTaB CTaju
+ tBepa. NaBiOs OKpAaIINBAETCs B BXOJUT
KpacHBIN 1IBET Mapraser|
1 |PactBop 8| TBepa. NH4NCS + HE IPOUCXOIUT CILJIaB HE
tBepa. NaF, OKpalnBaHUsA COZIEPKUT
M30aMUJIOBBIH CIUPT| CIMPTOBOTO CJIOS B KOOaNbT
CUHHUU LIBET
1 |PactBop 8 |1%-HbIi 3TaHONIBHBII|00pa3yeTcss KpacHbIA|  OJHUM M3
pacTtBop aMOp(HBII 0CaIOK | KOMIIOHEHTOB
JTUMETHITIINOKCUMA+ CTaJIu SIBJISIETCS]
2M pactBop NH;3 HUKEJIb

B PE3YJIbTATC MHNPOBCACHHOI'O aHalin3da MOXHO CACIAaTh CICAYIONIHUC BBIBOABI:
oOpasenr mpeacTaBiseT CcOOOW CIUIaB HAa OCHOBE Jkene3a (ctamb), B oOpasie
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MPUCYTCTBYCIOT MOJTUOICH, HUKEJIb U MapraHell.
3.2. TATPUMETPUYECKOE OIIPEJIEJIEHUE XEJIE3A [4,c.153].
Pearentsr: 0,05 H. pactBop K,Cr,O7, monyuyeHHBII pacTBOPEHUEM TOYHO B3BELICHHOMN
HaBECKH JIBAX/Ibl EPEKPUCTATNIN30BAHHOTO TUXpOMaTa KaJlus;
HCI, . 1,19; 4M u 0,05M pacTBopHI;
H,SOy4, na. 1,84;
H;POy, mi. 1,70;
HNO3, . 1,40;
/n, METaJJINYSCKUIL;_

Pacyer maccel HaBecku. TpeOyercs, 4ToObl Ha TUTPOBAHHE AIMKBOTHI HCCIEILYyEMOTO

pacTBopa monuio okono 10 mMi TuTpaHTa. B 3TOM ciydae KOHIIEHTpalus TUTPYEMOTO
pacTBopa xele3a JODKHA COCTaBUTH (YUUTHIBAs, 4TO (PAKTOP SKBHBAJCHTHOCTH Keje3a
JUTSI IPOTEKAFOIIEH PeaKINK paBeH eIUHUIIE):
Cre = (0,05x10)/(10x1) = 0,05M

Orcrona, mpeamnonaras, 4To COAEp)KAaHUE Kelle3a B CTalH, KAK OCHOBHOTO KOMIIOHEHTA,
OyZleT COCTaBJISITh BEIMUMHY TMOpsiaka 95% oT o01ieit Macchl HABECKH, HAXOJUTCSl Macca
HABECKH:

m(HaBeckn) = (0,05x0,1x56)/0,95 = 0,2947 ¢
PeanpHas Macca HaBecku oOpasiia CTayid, B3sTasl Ui THATPUMETPHUECKOTO OTPEICTICHHUS
’Kenesa, cocraBuia m (HaBecku) = 0,2907 r.

Brimmonnenue onpezgenenus. TouHy0 HaABECKY aHAJIM3HPYEMOro MaTepraia MOMEIAloT B

BBICOKHMI cTtakaH eMkocThio 300 mui, mpubasinsior 40 ma 4M HCIl, 3akpbiBaloT 4acoOBBIM
CTEKJIOM MU PaCTBOPSIOT MPH HAarpeBaHWM Ha MECOYHOUW OaHe. 3areMm J00aBISAIOT 2-5 M
HNO3 u HarpeBaroT nazee.

PactBop BemapmBaior mocyxa. Ocratox obpabateBator 10 mm HCl (mm. 1,19).
Onepanus BeimapuBanus ¢ HCl moBTopsitoT 1Ba pasa, nocne yero nobasistior 4 min HCI
(. 1,19) m paszbaBistor ropsiueid Bomod mpumepHo 10 S50 M. 3areM pacTBOp
OT(UIBTPOBBIBAIOT OT HEPACTBOPUBLIETOCS ocaaka depe3d ¢uiubTp (Oemas JeHTa) B
MepHYI0 K00y eMKocThio 100 M. @unsTp Xxopomro npomeiBatoT ropsdeit 0,05M HCI,
OXJIaX/IAIOT, TOBOSAT IO METKH U IiepemeniuBaetcsa. OUiabTp ¢ 0CaakoM BHIOPACHIBAIOT.
[Tumetkoit orOuparor amukBoTa 10 M HWCClIemyeMoro pactBopa, IEPEHOCIT B
KOHMYECKYI0 K00y emkocthio 100 mum, nobGasmstor 5 ma HCl (mn. 1,19). Konba

3aKpBIBAIOT MAJICHBKOM BOPOHKOM, BHOCAT 3-4 TpaHylibl METAUIMYECKOro IIMHKA,
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HArpeBalOT Ha TIECOYHOW OaHe (peakuus JOJHKHA HIATH HE CIUIIKOM OypHO) [0
pactBopeHust nHKA. KonOy oxmakmaroT CTpyel BOJBI MO KpaHOM, J00aBistoT 3-4 Ml
H,SO4, BTOpMuHO oxnaxnaior, mobaemsor 5 ma Hi;PO4, 15 Mn Bomer, 2 kammm
mudeHwIaMiia, W PAacTBOP MEIUICHHO THUTPYIOT PacTBOpPOM AMXpOMara Kajus 10
MOSIBJICHUSI CHHE-(UOJIETOBON OKPACKH pacTBoOpa.

PesynbTathl: 00beM pacTBOpa IuMXpomaTa Kajus, MOUIeNNIEr0o Ha TUTPOBaHUE,

cocraBui: Vi =9,73 M

V,=9,78 M
V3=9,70 M
(V)=9,74 mn

CopmepkaHue jkene3a B aHaTU3UPYeMOM oOpasle, HCXOAS U3 Pe3yJbTaToB
TUTPOBAHUS, MOXKET ObITh BRIYHCIICHO CIICIYIONTIM 00pa3oM:
o (Fe)=[C xV xVixM(Fe)]/[1000xV,xm(HaBeckn)],
rae C -KOHIIGHTpalus TUTPaHTa, H; V. -00BEM TUTpPAHTa, MOIICIIIET0 HA TUTPOBAHUE,
MI; Vi-00beM mepHoi kosobl, Mi1; M (Fe)-mMonsipHas mMacca sxenesa, T/MoJib; V,-00beM
QIUKBOTHI, MJT.
Vcxons n3 OJTYYSHHBIX Pe3yJIbTaTOB, COACPIKaHUE JKene3a B 00pasiie COCTaBUIIO:

® (Fe) = (0,05x9,74x100x56)/(1000x10x0,2907) = 0,9381 wmu 93,81%.

3.3. TPABUMETPUYECKOE OIIPEAEJIEHUE HUKEJIA [4,c.40].
PeareHTsl: pacTBOp XJIOPUCTOBOIOPOAHOM KUCIOTHI (1:1);

azoTHas kucnoTa (1:1) u 2M pacTBopbI;

BHUHHAas KHUCJIOTa, KPUCTAJUINYECKAs;

JTUMETUITIINOKCUM, 1%-HbIii aMMHaYHbII pacTBOD;

ammuax, 10%-Hslii pacTBOp;

HUTpaT cepedpa, 1%-Hblil pacTBOD._

Pacuer MacCcChI HaBCCKH. OC&I[OK JUMCETHIITTIMOKCUMATa HUKEIA SABBIIACTCA

CKPBITOKPUCTAJNTMYECKUAM, TIOATOMY ONTHMAaJbHAs Macca OCaXKICHHON (OPMBI COCTABHUT
0,1 r. IlpuauMmast comepkaHre HUKENS B aHATU3HpyeMoM oOpasie mopsanka 5%, macca
HABECKH IS aHAJIN3a COCTABHT:

m (aHaBeckn) = [m(ocanka)xF] / w(Ni) = (0,1x0,2032)/0,05 = 0,4064,
rae F-rpaBumerpuueckuii ¢akrop; o(Ni)-mMaccoBas 105 HUKEIS B aHaJIU3UPYEMOM

00BEKTE.

19



Peansao B3sgTas IJId TPpaBUMCTPUUCCKOTO aHajin3da HUKCIISI HABCCKa COCTaBHIIA

m(uaBeckn) = 0,4874 r.

Beinonnenue onpeaenenusi. HaBecky cTpykek cTajid MOMENAloT B CTakaH eMKOCThI0 300

MJI, npuiauBaoT 30 M1 BOABI, 25 MII COJISIHOM KHMCIIOTBI, 5 MJ a30THOM KHUCHOTHI (1:1),
CTaKaH 3aKpbIBAIOT YACOBBIM CTEKJIOM M MOMELIAIOT Ha mnecouHyto Oanto. Ilpu crmabom
HarpeBaHUM HABECKY PacTBOPAIOT U YAAJISAIOT OKHUCIBI a3oTa. Ecnu mocie pacTBOpeHMs
CTaJId PacTBOP OCTAETCSI MYTHBIM (KPEMHEKUCIIOTa, YIIepoa U Ap.), TO HEPACTBOPUMBIiL
0CaJIoK OT(UIBTPOBBIBAIOT HA (MIIbTpE (Oemnas eHTa), cooupast GUIbTpaT U MPOMBIBHBIC
BOJbI (TIPOMBIBAHHE HEPACTBOPHUMOTO OCaJKa IMPOU3BOIAT TOpsSuei BOJOM) B CTakaH
emkocthio 400-500 mut. Ecam pacTBOp mocie pacTBOPEHHs CTalu ObLI MPO3pPauyHbIM, €T
KOJIMYECTBEHHO MEPEHOCAT B cTakaH eMKOCThI0 400-500 M.

[Tpo3paunslii pacTBOp pazdaBisitoT Bogoi 10 200 Mi, K HeMy NpUOABIAIOT 6-8 T
BUHHOM KHCJIOTHI (B 3aBUCUMOCTH OT HABECKH) U MOTYUYEHHBIN pacTBOp HarpeBaroT A0 60-
70 °C. Ilocne HarpeBaHuUsl B pacTBOP BIMBAETCS 35 MJI pacTBOpa TUMETUITIIMOKCUMA U U3
OIOpEeTKM MO KaljisiM, NpU [EpeMELIMBaHUM, NPUOABISIIOT pPacTBOpP aMMHaka [0
nosiBieHUs ciaboro ammuadHoro 3amaxa. CoJep)KMMoOe CTakaHa HarpeBaloT MpHU
NepeMELINBAaHUM 10 Hayajla KUIMIEHUs, a 3aTeM OCTaBJISIOT MPU KOMHATHON TeMIleparype
Ha 30-60 MuHYT. 3aTeM O0CaJ0K OT(UIBTPOBHIBAIOT B CTEKJISHHBIA (UIBTPYIOLIMHA
TUT€Jb, MPEABAPUTEIBHO JOBEIEHHBIA 0 MOCTOSHHOW Macchl. OcTaBIIMECS B CTaKaHe
YaCTHIIBI 0CAJIKa MIEPEHOCAT Ha (PUIBTpP ¢ MOMOIIBIO Topsueii Boabl. [IpombiBaHne ocaaka
ropsiyeil BOJOW MpPOJOJIKAETCS N0 OTPULATEIbHOW pEaKIUH Ha XJIOPHUI-UOHBI B
¢unprpate (mpoda mpousBoauTcs pactBopoM AgNQOs;, moAaKucIeHHBIM 2M  a30THOMU
KHCIIOTOM). DUiabTpar cleayeT MPOBEPUTh Ha IMOJTHOTY OCAXICHHS TPUOABICHUEM K
HEMY HECKOJbKHX Kalejdb pacTBOpa IUMETHWINIMOKCHMA. Turenb ¢  OCaaKOM

BBICYIIMBAIOT B cymmibHOM mikady npu 110-120 °C 10 mocTOSHHON MacCHhI.

Pe3ynbTaThl:

M, (turns) = 11,5256 r m;(turenabtocanok) = 11,5889 r
My (turns) = 11,5254 r my(Turenastocanok) = 11,5889 r
M (turns) = 11,5254 r mz(Turenabtocanok) = 11,5888 r
(m)(turns) = 11,5254 r my(Tureastocanok) = 11,5888 r

(m)(Turenp+ocanok) = 11,5888 r

Taxum 06pa3om, macca ocaxaeHHO# Ghopmbl cocTariseT m(ocaaka) = 0,0634 ¢
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Ha ocHOBaHNM 3THX JaHHBIX, MacCOBasd O0JI1 HUKCIIA B OGp&SL{G coCTaBHJIa:

o(N1)=[m(ocanka)xF]/m(naBeckn)=(0,0634x0,2032)/0,4874=2,64%.
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4. BBIBO/IbI.

B pesynbrare mnpoBen€HHOrO aHaiM3a ObLIO YCTAHOBIICHO, YTO aHAIM3UPYEMBIN
00BEKT TmpeacTaBisieT coOoit oOpaszerr cramw. B KkadecTBe JerHpyrOmHX J00aBOK B
UCCIIeyeMOM 00pasile, MOMHUMO jKejie3a, MPUCYTCTBYIOT TAaKKE MapraHell, HHKEIb H
moimmOaeH. CopaepkaHWe HHKEIS B CTald ONPEACISUIOCh TPABUMETPHUSCKH W TI0
pe3ylbTaTaM aHaiu3a Oblla moiydeHa BenuumHa 2,64%. Taxoke, B xole JaHHON paOOTHI
OBUTO TIPOBEICHO THTPHUMETPHUYECKOE ONPEICIICHHE COACPIKaHUs Kelle3a B TOM Ke o0pasIie.

ITo pe3ynbraraM TUTPUMETPUUYECKOTO aHAIN3a 3Ta BeIMYMHA cocTasena 93,81%.
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