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1. Beenenmne.

[enbto 1aHHOM pabOTHI ABJISETCS MPOBEACHUE aHAIM3a
BBIJJAHHOTO 00pasiia, MPeaCTaBIISIIOIET0 COO0N MPUPOIHBIN
WIM TPOMBIILIEHHBI 00beKT. B 3amauy BXOAWUT BBISIBICHHUE
KayeCTBEHHOI0 cocTaBa OOBEKTa, a TaKKe OINpeeeHe
NPOLIEHTHOTO  COAEP/KAHUS OCHOBHBIX KOMIIOHEHTOB B

aHAIM3UPYEMOM OOBEKTE.



Buenauit Bug o0Opasiia.

2. KadyecTBeHHBIN aHAJIN3 00pa3na.

OO6pazenr mpeacTaBisieT co00M cepeOpUcCTO-Cephble OMUIKU C

METAJIMYSCKUM OJIECKOM. Hp@l[HOHO)KI/ITeHBHO CIIJIaB.

Onpenenenye TUNa CIuIaBa.

beiio IMPOBCACHO OIIPCACICHHUC THIIA CIlIaBa Ha OCHOBAHUU

peakiui, XapakTepHBIX JIJI OCHOBHOI'O 3JIEMEHTA CILJIaBa.

XoJ1 onpeiesieHHs TUTIA CILIaBa.

Taoauua 1.
Amnanuzu- Pearent Habnronenus Brison
pyEMBII
00BEKT
Cnnas NaOH (30%) Boigenenus rasza He
MIPOUCXOTUIIO.
CruiaB P-p Fe,(SO,); Beigenenns raza wu
(3%) obpazoBanust Oyporo
ocajika HE
HAO0JII01ATIOCh.
Cnnas HNO;  (xowy 1pH | IlosABIEHKSA CHHEH
HarpeBaHUU OKpacKH pacTBOpa WU
oOpa3zoBanus  Oeyoro
ocajika He MPOU301LIO.
CruaB HClxom) npu | HaGmronanocs Amnanuzupye-
HarpeBaHu, 6M | OSIBIIECHHME  KPOBABO- | MBIU CILJIaB
HNO:;, KPAaCHOM OKPACKH. MPEICTABIISI




P-p NH4NCS coboi CIUIaB
(10%) Kemesa.
KauecTBeHHBIN aHAIN3.
X0/ Ka4€CTBEHHOI'0 aHaJIN3a.
Taéauuna 2.
Ne | Anann- BriBog
ONbI| 3U- Pearent Habnronenus
Ta |pyeMbId
00BEKT
1. | ctaB | HSO,4 (1:5), t | UacTs 0Opa3nia | B COCTaB CILJIaBa BXOJAT
pacTBopsieTCs HEMETaJIJIbl, BO3MOXKHO
pactBop (1), C, Si, P; ocanok nanmee
OCTaeTCs YEPHBIM | HE aHAIIU3UPYETCS
0CaJIoK
2. |pactBop| HNO; (xom, t | [Tomyuen CIIJIaB HE COJCPIKUT
1 MIPO3paYHbBIA BoJIb(pama
pactBop (2)
3. |pactBOop| Na,S (cpena | Brimamaet Bo3moxHO npucyr-
2 Kucnas), t YEPHBIN OCAJIOK_ | CTBUE MEIIH WU
(1) m pactBop 3 | MonTuO/I€HA B CILIaBE
4. |ocamok | 6M HNO; |ocamok OT OCaJKa OTHAEJIEHA cepa
1 pacTBoOpsieTCH,
BBIJICIISIETCS cepa
5. | ocanok BeirmapuBa-Hue [0cagoK pacTBO-

2

c 4M HzSO4

psietcs (p-p 4)




6. |pacTBOp[KOHII. pACTBOpP [TE€MHO-CUHU MeJlb B CIJIaBE
4 |NH; pacTBOp HE OTCYTCTBYET
oOpazyercs
7. |pactBop HCl ot [TostBiisieTcst B COCTaB CILIABA BXOIUT
4  INH4NCS+ KpacHOE MOJIOICH
SnCl, OKpallBaHUE
8. |pactBopu30bITOK 30%- (OOpaszyercs
3 HOro pacTBopa [OKpalleHHbIN
NaOH ocanok 3)up-p5
9. |pactBopdM HCI + 3%- [T€MHO-KpacHOE [B OOBEKTE HE
5 Heii H,O, OKpAIlIMBAHHUE HE [COJICPIKUTCS BaHAIUI
MOSIBJIIETCS
10. [pactBOopNH4Cl (), t benbiii ocaok HE QIIIOMUHUN B 00pasiie
5 BBIJICIISICTCS OTCYTCTBYET
11. |pactBop3%-nsb1it H,O, HHabmtonaercs B CILUIABE COJEPKUTCS
5 H,SO4(1:4), |okpamuBaHue XPOM
nbup nUPHOTO CTIOST B
CUHUU [[BET
12. | ocamoxk UM pactBopOcanok
3  H,SO4 pacTBOpsieTCs —
p-p 6
13. |pactBOp|l Y%0-HBIH [Ipoucxoaut 0Opazer; CoOACP>KUT
6  pacTBOp oOpazoBaHue HUKEJb
MUMETUIITIIN-  [KPACHOTO OCa0K

OKCHMa




praHojie+ 2M
pactBop NHj
14. |pactBOpHNOj(omy +  M3MEHEHUS LIBETA B COCTaB OOBEKTA HE
6  NaBiOs(y, pacTBOpa He BXOJUT MapraHel|
HaOJIr01aeTCs
15. |pactBopNH4NCS 1) + He HaOmogaeTcs  [CIUIaB HE COIEPIKUT
6  NaF(sy), OKpallBAHUA KOOaIbT
M30aMUJIOBBIM  (CITIUPTOBOTO CIOS
CIIUPT B CUHUM I[BET
16. [pactBop| H3POy,, He HAOII0IaeTCs  (CIJIaB HE COJICPKUT
6 IM H,SO4+ PKEJITOIO TUTaH
3%-nb1it H,O, |okpamuBaHus
pacTBOpa
BrIBOJBL.

HOJ’Iy‘IeHHBIC PE3YyJIbTAThI ITO3BOJIAAKOT CACIIATb BBIBOA, YTO

aHaJII/ISI/IpyeMHﬁ CIIaB Ha OCHOBC KCJIC3a COACPIKHUT B KA4CCTBC

JETUPYIOMUX J0OABOK XpPOM, HUKEIh U MOTHOICH.




3. JluteparypHblii 0030p.

3.1. Kpatkas cupaBka. [1]

XKene3o u ero crutaBbl OTHOCATCS K MPOJYKTaM YEPHOU
MeTaulyprud. B 3aBUCMMOCTM OT cojaepxkaHusi yriiepona
pasznuyaroT crainu (coaepxanue yrieponaa ot 0,2 go 1,7 %) u

4yyryHbl (conepkanue yriepoaa ot 1,7 1o 6,6%).

3.2. MeToabl pa3ai0kKeHUus cTajeii. [2]

OKucCIIeHnEe a30THOM KHUCJIOTOW U OKCHUIAMHM a30Ta.

brnaronapst Beicokoi ckopoctu peakuuu cMmech HCl u HNO;
(3:1) mpuMeHSIOT AJisi PACTBOPEHUS] MHOTUX METAJUIOB U CILJIaBOB, B T.
Y. CTaJeu.

HekoTopsie ManopacTBOPMMBIE METAUIbl U CIUIABBI MOHO
MIEPEBECTH B PACTBOP C MOMOIIBIO CMECH a30THOM U (PTOPOBOAOPOIHOIM
KHUCJIOT.

OKHCIIEHUE CEPHOM KUCJIOTOM.

CepHast KHCJIOTa IIMPOKO HCIOIB3YETCS HJIs TepeBoja B
pacTBOPUMOE COCTOSTHHUE Pa3IMYHBIX METAUTMYECKUX IPOTYKTOB.
PactBopenue yckopsierca B npucytctBun K,;SO4, K,S,07, (NHy),SO,,
KOTOPBIE TIOBBIIIAIOT TEMITEPATypPy KUTICHUS KUCIOTHI.

OKHCIIEHUE CMECHIO a30THOM U CEPHOUM KUCJIIOT.

CMecHu a30THOM M CEpHOM KHUCIOT B PA3JIMYHBIX IMPOTOPITUIX
JacTO WCIIOJIB3YIOTCS B aHaIW3e IS PACTBOPCHHS METAJIOB H
cruiaBoB. [y pacTBOpeHus cTajeil pekoMmeHayercs cmech (5:2:5)
HNOs;, H,SO4 u HCI unu cmecs (6:7:7) azoTHOM, cepHOit 1 hochopHOit

KHCIJIOT.



OKHCJIEHUE XJOPHOM KUCIOTOH.

[lopsiuas konuentpupoBannas HCIO, pacTtBopsier modTtu Bce
METaJUIbl, KOTOpbIE NIPU H3TOM MEPEXOAST B BBICIIYIO CTENEHb
OKHCJIEHUA. E€ 4acToO MpUMEHSIOT ITpY aHAIU3€ CTaJEH U CIUIAaBOB, T. K.
OHa OBICTPO PACTBOPSIET MPOOHI.

OKHCJIEHUE HOTHOBATOM KUCIOTOW U HOTATAMM.

HIO; u noaaTel NpOSBISAIOT CHIIbHBIE OKUCIUTENIbHBIE CBONCTRA,
MOATOMY HMX MO’KHO MCIIOJIb30BaTh I PACTBOPEHUS METAUIOB U
CrIaBoB. JlernpoBaHHBIE CTaJIM PACTBOPSIIOT B CMECH HMOIHOBATOM W
XJIOPOBOJOPOAHOM KHUCIOT. OOBIYHO MOCTATOYHO HArpeBaTh MPoOy
HECKOJIbKO MUHYT J0 MOJHOIO PACTBOPCHMUS.

OKHCJIEHUE TEPOKCHUIOM BOJIODOIA.

Kak mnpaBuiio, MeTaiibl ¥ CIUIaBbl PACTBOPSIOT B KHUCIIOTax,
coaepkanux nepokcua Bogopoa. Cramu pactBopsitor B cmecax H,O,

nu HCl, H202 u HQSO4, H202 u HNO3, HF n HzOz.

3.3. XuMuuecKkne MeToAbl KOJIMYeCTBEHHOI0 onpeaeeHus JKeJae3a.

3.3.1. 'paBumMeTpuyecKre MeTOAbI. [1]

OHDGIICJIGHI/IC )KeJIe3a OCAXKJICHUMEM aMMHMAKOM 110 MeToay TaHaeBa.

HaBecky kene3a pacTBOpSIIOT B pa30aBICEHHOM a30THOM
KHUCIIOTE MPU HArPEBAHUH.

Fe + 4HNO; = Fe(NO;); + NO + 2H,0

[Ilo oOKkOHYaHUM  pAaCTBOPEHUS  A30THOKHUCIOE  IKEJIe30
pa30aBisOT HEOONBIIMM KOJMYECTBOM BOJBI M OCAXKIAIOT TUAPAT

OKHCH JKeJie3a U30BITKOM BOJHOTO paCTBOpa aMMHAKa.

NH; + H;0" =NH," + 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;O"
[Fe(H,0)4(OH),]" + 2H,0 = [Fe(H,0);(OH);] + H;0"

[Tocne ocaxaeHus: COAEPKUMOE CTaKaHa pa30aBISIOT TOPSUEH
BOJOW. 3aTeM THUIpaT OKHUCH 3Kelie3a OT(HUIBTPOBBIBAIOT BOJOH,
0CaJIOK CYyIIAT, MPOKAJIMBAIOT JI0 IMOCTOSSHHOM MacChl MPHU 800°C, u
B3BEILIMBAIOT MOJIYUYEHHYIO OKUCh Fe,0;.

OnpeaesneHue xenesa KyndepoHOBEIM METOIOM.

Ocaxnenue kyndeponom (CsHsNeNOeONH,) npousBoasT u3
OXJIAKJICHHOTO pacTBopa kene3a mnpu nomomu 4%-ro pactBopa
KyndepoHa, KOTOPbIA MNPUIMBAIOT B M30BITKE (/10 TOSIBICHHUS Ha
MNOBEPXHOCTH pacTBOpa Oeyiof, pacTBOPUMOW NpH MOMEIIMBAHUU
MYTH). YpaBHEHUE PEAKLUU:

Fe'™ + 3C4H;sN,0,” = Fe(C¢HsN,0,)s

Ocanok OTGUIBTPOBBIBAIOT, MPOMBIBAIOT XOJOJHOW BOJIOH M
pa30aBIE€HHBIM PaCTBOPOM aMMMAKa, BHICYLIMBAIOT , TPOKAIUBAIOT B
3JEKTPUUECKOi meun mpu Temmeparype 900-1200°C B Teuenue 25-30
MUHYT U B3BEILLMBAIOT B BUJE TpaBUMeTprudeckoi popmbl Fe,0;.

OnpeneneHue Kejne3a OCAKICHUEM 8-OKCUXMHOJIUHOM.

8-OKCHUXUHOIMH OCaXAAET KEIE30 U3 PACTBOPOB, CONEPKALIUX
anerar amMmMoHus. Ocanok BeicymmBaercs npu 120-125 °C B Bume
0CaXaeMOro COEOUHEHUS Fe(Ox)s, rae Ox-moJiekyia
okcuxuHonmmHa. Ero  mpowumsBomHOe-5,7-1uOpOM-8-OKCUXHUHOIUH-
ABIIIETCS. M30MpATENbHBIM PEAareHTOM ISl OCaXJCHHUS Kelle3a.
Ocaxnenuro uMm He Memaet npucyrcreue nonos Al, Cd, Co, Hg, Mn,

Ni.
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3.3.2. TUTpUMETPUYECKHE METO/IbL. [4]

IlepmMaHranaTHbIN METO/I.

MeTton OCHOBaH Ha OKHCJICHUW JBYXBaJICHTHOTO JKeJe3a
NIEpPMaHTaHATOM KaJIusl.

Peakuust mpoTekaer no ypaBHEHHIO:

5Fe’" + MnOy + 8H" = 5Fe’” + Mn*" + 4H,0

JIJist THTPOBaHUS 110 3TOMY METOAY HE HYKEH WHIUKATOP, T. K.
HEOOJBIION N30BITOK TIEPMAaHTaHaTa OKPAITUBAET PACTBOP B PO30BHII
mBeT. UToOBl caemaTh OKpacky Oojee 3aMeTHOW, HEOO0XOIuMO
MEPEBECTH  OKpAIleHHbIE  WOHBI  TPEXBAJCHTHOTO  JKejesa,
oOpasyromuecs Ipu TUTPOBAHUH, B OCCIIBETHBIC KOMILJICKCHBIE HOHBI
nobasienueM (ocdopHoit kuciaotsl. Ilepen TUTpoBaHHEM KeNe30
BOCCTaHABJIMBAIOT JI0 JBYyXBajeHTHoro xjopuaom osoBa (II) wmm
JIPYTUM BOCCTAHOBUTEIICM:

2Fe’ + SnCl,” + 2CI' = 2Fe”" + SnCl”

buxpomMaTtHbIii METOI.

MeTon OCHOBaH Ha OKHCJIEHUM JIBYXBAaJEHTHOIO JKeJe3a
OMXpOMATOM KaJusi:

6Fe”" + Cr,0;” + 14H" = 6Fe’ +2Cr’" + 7TH,0

[Io sTOMy MeTomy Takke HEOOXOAUMO MPEIBAPUTEIBHOE
BOCCTaHOBJICHHE KeJe3a A0 JBYXBAICHTHOU (DOPMBI.

N30piTOK OuxpomaTa Kanmusi cnabo OKpaIlMBaeT THTPYEMBbIH
pacTBOp, MO3TOMY JUISl ONPENEIEHUS] KOHEUYHOM TOYKM TUTPOBAHUS
HEoOXoMM MHAMKATOp. B KauecTBe WHAMKATOpa MCHOJIB3YIOT

I EeHNIaMUHCYJIb(QOHAT HATPUS.
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OOpazyromumecs: B MPOIECCE TUTPOBAHUS HOHBI Fe’" oxucmsor
VHJIUKATOp, MO3TOMY IIEPEXOJl OKPACKM HE PE3KUKA M HACTyIaeT
paHbIlle DKBUBAJICHTHOW TOYKH THUTpoBaHuUsA. [Ipu mobamBieHun K
pacTBOpy (hochopHOI KUCTOTHI OKUCITUTEIBHBIN MOTEHIIUAT CHCTEMbI

3+ o 2+ 0 3+ 2+ 0 2+ 2+
Fe’ /Fe” cumxkaercs (E" g™ g~ =0,68 B, E FeH,PO, /Fe =0.). Takum

3+ . <
06pa30M, YCTPAHACTCA BIIMAHHUC MOHOB Fe’ u oTu€rnuBbii nepexoq
OKpPAaCKH HACTyIIaCT TOYHO B SKBUBAJICHTHON TOYKE TUTPOBAHMU.

TutanoMeTpUUECKU METO/I.

B ocHoBe Meroma JIEKHUT  peakUus  BOCCTAaHOBJICHUS
TPEXBAJIGHTHOTO jKelie3a 10 JBYXBaJICHTHOW (OpPMBI pPacTBOPOM
TPEXBAJIEHTHOTO TUTAHA!

Fe¥* + T = Fe?* + Ti*

NHaukaTopoM CIy>KUT POJIaHU]] Kallusl I aMMOHHSL.

Ha omnpenenenue xenesa 1no 3ToMy METOAy TpeOyeTcsi MEHbIIIe
BPEMEHHU, YeM 10 MPEIbIAYIIMM MeToJaM, T. K. He Tpelyercs
BOCCTaHaBJIMBATh JKeJIe30 JI0 IBYXBaJICHTHOTO.

Metoa onpeaeacHus »Keae3a Npyu NOMOIIM XJI0pHUAA JBYXBAJICHTHOIO

0JIOBA.
[To aToMy MeTOy TPEXBaJIEHTHOE KEJI€30 TUTPYIOT PaCTBOPOM
XJIOpUIA JIBYXBaJEHTHOTO OJioBa. MIHAMKATOPOM CIY>KUT KaKOTEIHUH,
KOTOPBI TMpPU BOCCTAHOBJICHHHM HEOOJBIIUM H30BITKOM pEaKTUBa
OKpaIlluBaeT pacTBOp B (MOJIETOBBIN 1BET. TUTpOBaHUE MPOBOJAT B
ropsiueM 2-H pactBope HCI, T.k. Ha Xojoay peakuusi MNPOTEKaeT
MEJJICHHO U HE KOJIMYECTBEHHO.

MeTton ompeAclicHMs Kejle3a IIpY  MOMOIIM pacTBOpa HHUTpaTa

OJHOBAJICHTHOM PTYTH.
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TpEéXBaJICHTHOE JKE€JIE30 TUTPYKOT PACTBOPOM OJHOBAJICHTHOU
PTYTH [IPY KOMHATHOW TeMIIEpaType B PaCTBOPE, COAEPIKAILIEM OKOJIO
5% (00BEMH.) a30THOW KHUCIOTHI. WHIWKATOPOM CIY>KUT PacTBOP
poaaHua aMMOHHUS.

Peakuust npoTekaeT no ypaBHEHUIO:

2Fe’" + Hg,”" = 2Fe*" + 2Hg™"

OrnpeneneHutro xejne3a Mo 3TOMY METOy MENIAET MPUCYTCTBUE
MOHOB  XJIOpa, KOTOPBIE C CONIAMH PTYyTH  O00pazyroT
HEJIUCCOLMUPYIOIINE coeAuHeHUs. [IpucyTcTBre CONsIHON KUCIOTHI B
KoJau4yecTBe Jaxke 1%  3HAUMTENbHO  3aBBIIIAET  PE3yJbTaT
OINpENEIICHUS JKele3a.

MeTtoa  ompeAecsiCHMs  »Kejle3a BOCCTAHOBJICHHUEM aCKOD6HHOBOﬁ

KUCJIOTOM.
[To sTOMy MeTOoAy TPEXBAJEHTHOE >KEJIE30 BOCCTAHABIMBAIOT
aCKOPOMHOBOM KHCIIOTOM:
3+ _ 2+ +
2Fe’ + C6H8O6 =2Fe” + C6H6O6 + 2H
Henocratkom mMetona sSiBISETCS MPUMEHEHUE TAKOTO JOPOTOTO
peakTuBa, Kak aCKOPOMHOBAs KUCJIOTA.

Meton OoIpCacCICHUA KCJIC3a BOCCTAHOBJICHHCM COJIBIO

ABYXBAJICHTHOI'O XpOMa.

B ocHoBe 3TOro Meroaa JEXUT peakUuuss BOCCTAHOBIICHUS
kKese3a N30BITKOM JIByXBaJICHTHOTO XpoMa:
Febt + Ot = Fott + ot
3aTeM TUTPYIOT 3aKHCHOE JKE€JI€30 PacTBOPOM  COJHU
YETBIPEXBAJICHTHOIO LEpUsl WM [NATUBAJICHTHOIO BAaHAAWUS B

NPUCYTCTBUH (PEHMIIAHTPAHUIIOBOU KHCIIOTHI B KAUECTBE MHIUKATOPA.
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[IpenmymiecTBO MeToAa 3aKIIOYaeTCs B TOM, YTO H30BITOK
JIBYXBAJICHTHOTO XpOMa OKHUCIISIETCSI KHCJIOPOJIOM BO3IyXa JI0
TPEXBAIIEHTHON (HOPMBI.

KOMIIIEKCOHOMETPUYCCKOS OIPEJACICHUE JKejie3a C NPUMEHEHHMEM

CVJ'II)(bOCEU'IHI.[HJ'IOBOﬁ KHMCJIOTBI B KA4CCTBC MHANKATOPA.

Metoa OCHOBaH Ha TOM, YTO TPEXBAJICHTHOE JKeJie30 oOpa3yer
¢ xomriekconoMm III 6osee mpoUHbBI KOMIUIEKC, Y€M C CATUIIMIIOBOM
kuciotou. [loaTomy mo mMepe TUTpOBaHUSA WHIMKATOP BBITECHSETCS
U3 KOMIUICKCA; B SKBUBAJECHTHOM TOYKE THUTPOBAHUA KOMIUIEKC
JKelie3a ¢ MHIUKATOPOM, KOTOPBIM OKpAIIMBAET PACTBOP B JIMJIOBBIN
IBET, IOJHOCTHIO PA3PYLIAETCI MU PACTBOP INPUHUMAET KEITYIO
OKpPAaCKy, CBOMCTBEHHYIO KOMIUIEKCY TPEXBAJIECHTHOTO XKeJie3a C
komIuiekconowm III.

Kene3o MOKHO OIpeesisiTh B IPUCYTCTBUU IIMHKA, ATFOMUHMS,
MapraHia, MEJOYHbIX W IIEJIOYHO3EMENIBHBIX METaJUIOB. Memaer

IIPUCYTCTBUE MEY, BUCMYTa, TOPUSL, HIUPKOHHUS, CYPbMBI.

3.4. X¥MH4YeCKHe METOAbI KOJUYECTBEHHOI'0 OnmpeaeJJeHust

HHUKEJIA.

3.4.1. ' paBuMeTpHYeCKHE METO/bI. [3]

MeTtoa ocaXACHUSI HUKEISl AUMETUITIMOKCHUMOM.
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B ocHoBe Meropna nexur peakuus JI. A. Uyraesa — ocaxaeHue
HUKEJISl TUMETUITIIMOKCUMOM B HEHTPAILHOM, CTa00aMMHAYHOM WJTU
CJ1a00yKCYCHOKHCIIOM pPacTBOpPE B BUJIE KOMIUIEKCHOIO COEIMHEHUS
Ni(C4H7N202)2:

Ni2+ +2 C4H8N202 = Ni(C4H7N202)2 + 2H+

Jaxxe 1ipu  HEOONBIIUX KOJWYECTBAX HUKENIS  OCAJ0K
JTUMETWITIMOKCUMATa OBICTPO KOATyJIUPYeT U JIETKO (PHIBTPYETCS
npu ci1aboM OTCAChIBAHWUHU Y€pe3 CTEKISTHHBIA TUTENb C MOPUCTHIM
THOM. TOJBKO IPU OYEHb HE3HAYUTEIIBHOM KOJIMYECTBE HUKEIS
( £0,5 Mr) ocajioK OCTaBJISIFOT CTOSATh Ha HOYb.

Ocatok BeicyumBatoT npu 110-120°C u B3BemmBaroT.

Bcenencrerue manol pacTBOPUMOCTH OCaJlKa, & TaKKe HU3KOTO
IpaBUMETPUUYECKOr0 (akTopa 3TOT METOJ SABJISETCS OJHUM U3
Hau0O0Je€ TOYHBIX IPABUMETPUUECKUX METO/I0B aHAIU3A.

NEKTPOJIUTHUYECKHUI METOT.

MeTton OCHOBaH Ha BBIJCICHHM HHUKENS JJICKTPOJIU30M U3
aMMHAYHOTO pacTBOpa Ha IUIATHHOBOM Katoje. OIHOBpPEMEHHO
MOTYT BBIJICHATBCS MEIb W KOOAIbT, KOTOPBHIC HAJ0 OMPEIACIATH B
OTIICTLHBIX HABECKaxX, COJIEP)KaHWE HHUKEIS 3aTeM HaXOIiIT TI0
pasHocTu. [loATOMY SJEKTPOIUTUYECKUA METOJM TPHUMEHSIOT IpHU
HEOOJIBIIIOM COJICpKAHUM MEIW U KoOajdbTa IO CPaBHEHUIO C
coJiepKaHUEM HUKEJIS.

I 'mIpOKCUITHBIN METO/I.

Hukens BblgensieTcss W3 pacTBOPOB €ro CoOjled  eIKUMU

miesnioyamMu B Buje rujapara okucu Ni(OH),. AMMHakoM THAPOOKHUCH
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HUKEJISI HE BBIJICTSACTCS, a TOJ00HO MEAH, IIMHKY, KOOAIBTY OCTaéTcs
B PACTBOPE B BUJI€ AMMHAYHOTO0 KOMILIEKCA [Ni(NH3)4]2+.

Ocamok THAPOOKUCH OT(HUILTPOBHIBAIOT, NMPOMBIBAIOT BOJIOH,
CylIaT ¥ MPOKAJIUBAIOT IO MOCTOSSHHOM MAcChl U B3BEIIMBAIOT B BUJIC

3axkucu.NiO.

3.4.2. TUTPUMETPUYECKHE METO/IbL. [4]

KOMHJ’ICKCOHOMCTDH‘IGCKOG TUTPOBAHUEC HUKCIA ITOCJIC BBIACICHUA €TI0

AUMCTUITJIMOKCHUMOM.

[Tony4daroT oOCagoOK JUMETHIINIMOKCMMAara Hukensd. Ocangok
OoT(GUIBTPOBBIBAIOT  Yepe3  OyMaXHbI  (QWIBTP,  TIIATEIHHO
IPOMBIBAIOT TOpsAYEel BOAOW W pacTBOpAOT Ha ¢uibTpe B IM
CONISTHOM KHCTIOTe, 3aTeM (UIBTP MPOMBIBAIOT TOpsSYe BOAOH.
OunpTpar ymapuBarOT MOYTH JI0CyXa, YTOOBI MpPH MOCIEAYIOLIEM
npuOaBIeHUH aMMHaka OOpa30BBIBAJIOCH KaK MOXHO MEHbLIE
AMMOHUUWHBIX COJIEM, KOTOPBIE PE3KO YXYAIIAIOT MEPEXO0] OKPACKH
uHauKaTopa. llommenaymBaroT pacTBOp aMMHAKOM IO JAKMYCY,
npuOaBIAIOT CMECh MYPEKCHIA C XJOPUIAOM HATPHUs U TUTPYIOT
pacTBOpOM KOMIUIEKCOHA JO HW3MEHEHHMS OKpackM pacTBopa B

(rosIeTOBYIO:

Ni*" + H,Y* = NiY> + 2H"

OHDGI[CJ'IGHI/IC HUKCJIA O6DaTHI)IM TUTPOBAHUECM M30BITKa KOMIJICKCOHA

PacTBOPOM HUTPATA BUCMYVYTA.
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MeTton OCHOBaH Ha TOM, YTO HHUKENIb 00pa3yeT YCTONYHMBBINA
KOMILUIEKC C KOMILUIEKCOHOM B KHUCION cpene npu pH=2, npu 3tux
YCIOBUSIX BUCMYT TaKXe JIAa€T yCTOWYMBBIA KOMIUIEKCOHAT. [lpu
TaKOW KHUCIOTHOCTH MHOTHE METaUlbl HE O00pa3yrT COBCEM, JHOO
o0pa3yloT  HEYCTOMYMBBIE  KOMIUIEKCOHATBI, M3  KOTOPBIX
BBITECHAIOTCA MOHaMu BUCMyTa. OJIHaKO KOMILUIEKCOHAT HUKENS He
pearupyer ¢ HOHaMHU BUCMYTA U PEAKIIUSA:

NiY” +Bi’" = BiY + Ni**

HE IMPOUCXOAUT IPU HU3KOU TeMrepaType pactBopa. [loatomy eciu B
pacTBOp MpPH HU3KOW TeMIepaType BBECTH H30BITOK KOMILIEKCOHA,
JNOCTAaTOYHBINA JUISl CBSA3BIBAHUS BCEX METAJUIOB, 3aT€EM OTTUTPOBATH
U30BITOK KOMIUIEKCOHA, TO BCE METAJUIbl, KPOME HHKEJS BBITECHITCS
13 KOMIUIEKCOHATOB HOHOM BHUCMYTA.

NHaukatopoM ciy>KUT MUPOKATEXUH (PHUOJIETOBBIN, KOTOPBIM C HOHOM
BHUCMyTa JaeT TEMHO-CHHIOK, a ¢ KomiuieckoHoM III xéntyro

OKpAacKy.
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4. IKCIEePUMEHTAJIBLHAA YACTD.

4.1. Koavu4yecTBeHHBLIH aHAJINS.

4.1.1. I'paBUMETPHUUECKOE OIPENECICHUE HUKEIS.

Pacuér Macchl HaBECKHU.

Ocafok IUMETWITIIMOKCHMAaTa — CKPBITOKPUCTAIUTMYECKUMA,
MOTOMY ONTHMaibHasg Macca ocaxiaeHHot ¢opmer 0,1 T
[TpubnusuTenbHOE coAepKaHNe HUKENS B aHATU3UPYEMOM 00pasIie —

5%, TOorga Mmacca HaBCCKH JIA aHaJIM3a COCTaBUT:

m(ocadka)x F _0,1x0,2032

m(Hasecku) =
w(Ni) 0,05

=0,4064 ,

rae F — rpaBumerpuueckuii pakrop.

Bzsaras nis ananuza macca crijiaBa coctaBuiaa m = 0,4014 r.

Metonuka.[4]

PeareHTsl: pacTBOp XJIOPUCTOBOAOPOIHOM KUCTOTHI (1:1);
azoTHas kucnota (1:1) u 2M pactBopsHI;
BUHHAsI KUCJIOTA, KPUCTAIIINYECKAS;
JTUMETUITIIMOKCHUM, |%-HbIii aMMHaYHBIN PacTBOp;
ammuak, 10%-He1i1 pacTBop;
HUTpAT cepedpa, 1%-Hblii pacTBOP.

BrimonHenue onpenenieHus. HaBecka CTpyKeK CTalld NMOMEIIAETCS B

crtakaH eMKOCThi0 300 My, npunuBaercss 30 Ml BOAbI, 25 MJI COJSIHOU
KHUCJIOTHI, 5 MJT a30THOM KUCHOTHI (1:1), cTakaH 3aKkpbIBa€TCS YaCOBBIM
CTEKJIOM U TOMeEIaeTcsl Ha necoyHyto Oanto. [Ipu cnabom HarpeBaHuu
HABECKa paCTBOPSAETCS W YAAISIIOTCS OKUCHbl azora. Ecnu mocre
pacTBOpPEHHUsI CTajdud pPAcCTBOP OCTAeTCA MYTHBIM (KPEMHEKHUCIIOTA,

yraepoa U Jp.), TO HEPACTBOPUMBIM OCaJ0K OT(PUILTPOBHIBAIOT Ha
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bunpTpe (6emas neHta), coOupass GUIBTPAT U TPOMBIBHBIE BOJIBI
(IpoMBbIBaHME HEPACTBOPUMOTO OCAJKa IMPOU3BOJUTCS Tropsueid BOJION)
B ctakaH eMKocTbhtio 400-500 mu. Ecnu pacTtBop mociie pacTBOPEHHs
CTayii OBUT TPO3PAYHBIM, €r0 KOJUYECTBEHHO MEPEHOCIT B CTaKaH
eMkocTbto 400-500 mut.

[Ipo3paunsrii pactBop pazbasusiercss Bogou a0 200 mi, Kk HeMy
npubaBnsgeTcs 6-8 T BUHHOW KUCJIOTHI (B 3aBUCUMOCTH OT HAaBECKH) H
noJy4eHHbIN pactBop HarpeBaetcs 1o 60-70 °C. Ilocne HarpeBaHus B
pacTBOp BiMBaeTcs 35 Ml pacTBOpa JUMETWITIMOKCUMA U U3 OIOPETKU
10 KaruisiM, TIpU NIepeMEeNIuBaHuu, NpUOaBIISIETCS PaCTBOP aMMHUaKa J10
nosiBJeHus1 ciaboro ammuayHoro 3amaxa. ConaepKuUMoe cTakaHa
HarpeBaeTcs NpU TMEepeMEelIMBaHUU JI0 Hayaja KUIICHUs, a 3aTeM
OCTaBJsI€TCA NpU KOMHATHOW Temneparype Ha 30-60 muHyT. 3arem
0CaZioKk OT(UIBTPOBBIBAETCA B CTEKJISHHBIA (DUIBTPYIOIIUN THUTENb,
peABAPUTEILHO JOBEACHHBIN 10 MOCTOSIHHOM Macchl. OcTaBiivecs: B
CTaKaHe YaCTHI[bl OCaJKa MEPEHOCIATCS Ha QUIBTP C MOMOILBIO TOpsSUe
Boabl. IIpombiBaHME oOcaaka ropsAYer BOIAOU IPOJOJKAECTCA 0
OTpULIATEIBHON peakuu Ha XJOpUI-UOHBI B (QuibTpaTe (mpobda
npous3BoauTcss pactBopoM AgNO;, MNOAKUCIEHHBIM 2M  a30THOM
KucyioTol). duibTpar cieayeT NpPOBEPUTh Ha TMOJHOTY OCAXKICHUS
npubaBlieHHeM K  HEMY  HECKOJbKHMX  Kamejib  pacTBopa
JTUMETWITIMOKCUMA. TUreNlb ¢ 0CaJIKOM BBICYIIMBAIOT B CYLIWJIBHOM

mkady mpu 110-120 °C 10 moCTOSHHONM MaCCHI.

Pe3yJibTaThl.

my(turis) = 14,0505 r m;(turis ¢ ocaakom) = 14,1323 r
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my(turis) = 14,0501 r m,(Turis ¢ ocagkoM) = 14,1320 r

m;(turist) = 14,0501 r m;(Turis ¢ ocagkoM) = 14,1321 r

m(turis) = 14,0501 ¢ m(Turis ¢ ocagkom) = 14,1321 r

Macca ocaxaenHo# ¢opmbl coctaBmia m(ocaaka) = 0,0820 r.
MaccoBasi 107 HHKENS, BBIYUCICHHAs HAa OCHOBAaHUH OSTOTO

pe3yJbTara, COCTaBUIIA:

<1009 = 20820x02032 5000 4 150,
m(Hasecku) 0,4014

o(Ni) = m(ocaoka) x F

4.1.2. TUTpUMETPUYECKOE OIIPEIACIICHUE JKETE3a.

Pacuér Macchl HAaBECKHM.

Tpebyercs, YTOOBI Ha  THUTPOBAHHE  AJIMKBOTHI
HCCIIEYeMOTO pacTBOpa Ionuio okoio 10 My TUTpaHTa.
Otcrona, mpesarosaras, 4To Cojiep)KaHue *keje3a B CTalu, Kak
OCHOBHOTO KOMIIOHEHTa, OyJeT COCTaBISATh BEIUYHUHY
nopsaka 90% ot oOmieid Macchl HaBECKHM, HAXOJUTCS Macca

HaBCCKH.

C(m)xV(m)x M (Fe)xV(xonoer)x f  0,05x10x55,85x100x1

m(Hasecku) =
w(Fe)xV (aruxeomor) x 1000 0,9x10x1000

=0,31032

rie C(m), V(m) — KoHUeHTpauuss ©U O0OBEM TUTpPaAHTA
COOTBeTCTBEHHO, f — (akTOp SKBHUBAJICHTHOCTH XKejie3za s
IIPOTEKAIOIIEN PEAKLIAH.

Macca HaBeCKH, B3SITOU AJisl TATPUMETPUUYECKOTO OMpECIeHUs

’Kenesa, coctabuia m(HaBeckn) = 0,3069 r.

Metonuka. [4]
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Pearentni: 0,05 H. pactBop K,Cr,O;, mnomydeHHbIH
pPacTBOPEHHEM TOYHO  B3BEIICHHOW  HABECKHU
JIBAXAbl TEPEKPUCTAIUIM30BAHHOTO Ouxpomara
KaJus;

HCI, . 1,19; 4M u 0,05M pactBopHI;

H,SOy,, n. 1,84;

H;PO,, m1. 1,70;

HNO;, . 1,40;

/n, METAJINYCCKUI;

uHaukatop-nudenmnamun, 1%-HBIA pacTBOp B
H,SO,, mn. 1,84.

Beionnenue  onpeneneHus. TodHas HaBECKa aAHAIUM3UPYEMOTO

Marepuana IOMEIIaeTCcd B BBICOKMH cTakaH eMmkocThio 300 wmui,
npubasnsercs 40 mn 4M HCI, 3akppiBaeTcs 4acoOBBIM CTEKIOM U
pacTBOpsieTCsl TMpU HArpeBaHUM HAa TMeco4YHoil Oane. 3arem
nobasnsercs 2-5 mut HNO; u HarpeBaeTcs nanee.

PactBop BemapuBaetcsi mocyxa. OcrtaTtok oOpabateiBaetcs 10
v HCI (. 1,19). Onepanus Beimapusanus ¢ HCl moBropsiercst aBa
paza, mociue yero nob6asmsercs 4 ma HCI (. 1,19) u pazbaBnsercs
ropsueii  Boaol mOpumepHo g0 S50 wmiu.  3arem  pacTtBOp
OTQWIBTPOBBIBAETCS OT HEPACTBOPHBIIETOCS OCaaKa 4depe3 (PuibTp
(Oenast meHTa) B MepHyI0 Koi0y eMkocThio 100 M. dunbtp Xopoio
npombiBaercs rtopsueit 0,05M HCI, oxmaxmaercsi, JOBOIUTCSA 110
METKHU U niepemermBaeTcsi. DUibTp ¢ 0cagkoM BEIOPACHIBACTCH.

[Munetkori otOupaercs amukBoTa 10 M3 HccaegyeMoro

pacTBopa, MEPEHOCHTCS B KOHHUYECKYIO KoJIOy eMkocThio 100 wmui,
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nobasnsiercas 5 man HCl (tun. 1,19). Konba 3akpeiBaeTcsi MajgeHbKON
BOPOHKOM, BHOCUTCSA 3-4 rpaHylibl METaJUIMYECKOro IIMHKA,
HarpeBaeTcs Ha IMeCOYHOM OaHe (peakius JOKHA UIATH HE CIUIIKOM
OypHO) 1o pacTBOpeHHs ImHKa. Koyba oxjakmaeTcs CTpyed BOJbBI
noa kpadom, nobapmsercs 3-4 mun Hp,SO4, BTOPUYHO OXJIaXKaaeTcs,
nobasnsercs 5 mur Hi3POy, 15 M Boasl, 2 kamau audeHUIaMUHA, U
pacTBOp MEJICHHO THUTPYETCS PAacTBOPOM OMXpoMara Kallus 0

MOSIBJICHHS CUHE-()HOJIETOBON OKPACKH PacTBOPA.

Pe3yJibTaThl.

Ha TuTpoBaHue aJMKBOT MOJIy4eHHOro pacTtBopa xene3a (II)

U3PACXOIOBAIHCH CIIETYIONINE 00BEMBI PACTBOPA TUXpOMATa KaJus:

Vi =10,15 mn
V,=10,20 M <V>=10,17 mx
V;3=10,16 M

I/ICXOI[H N3 IOJYUYCHHBIX AAHHBIX, BBIYHCIIAJIOCH COACPIKAHHUC

KCJIC3a B CIIJIaBC:

C(m)xV(m)x M (Fe)xV (xonowt) x < 100% 0,05x10,17%x55,85x100x1
0 =

w(Fe) =
(Fe) m(nasecku) x V (anuxeomwr) x 1000 0,3069 x10x1000

x100% = 92,55%
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4. BbIBOJBI.

B xozne mpoBenéHHoro ananusza ObLIO YCTAHOBJIEHO, YTO
aHaNM3UpPyeMbli OOBEKT IpecTaBisieT co0oi oopasen cranu. B
KayecTBE JIETMPYIOUMX J00aBOK B HCCIEIyeMOM oO0pasle,
KpOME JKeje3a, NPUCYTCTBYIOT TakKe XpOM, HHUKEIb U
monuoOneH. CopepkaHMe HUKENs B CTaJIW  ONPEAEIsIOCh
rpaBUMETPUUYECKU U MO pe3yjbTaTaM aHajiu3a ObUIa MONTy4YeHa
BennuuHa 4,15%. [1o pe3ysnbpratam TUTPUMETPUYECKOTO aHAIA3A

cojieprKaHue xele3a odpasiie coctaBuiio 92,55%.
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