MockoBckun ["'ocygapcTBeHHbIN YHUBEpCUTET

um. M. B. JlomoHocoBa

Xnmnyeckum pakynoeteT

3avyeTHas 3agada

Mo aHanNUTUYECKO XMMunn

cTygeHTa 2XX rpynnbl
VMBaHoBa ViBaHa VBaHOBMYa
npenogasarternb: K.X.H., CT.npen.

Cupopos MeTp MNMeTpoBu4

Mocksa — 2000



Lenb paboTbl

Llenbto pgaHHOM paboTbl 4BNSIETCA BbIMNOMIHEHWE KAYeCTBEHHOro U
KONMMYECTBEHHOIO  aHanua3a npeanoxeHHoro obpasua, a  WMEHHO,
onpefenieHne ero cocTaBa W HaxOXOEHMe MNPOLEHTHOro coaepXaHus
OTAENbHbIX COCTaBNAKOWMX 3fEMEHTOB  uccnegyemoro obpasuya no
BblIOpaHHbIM MEeTOAMKaM.

KayecTBeHHbIN aHanNu3

MpenoBaputenbHOe WCMbITaHWE cnnaBa NPOBOAUIIOCL MO  MeToaukKe,
onucaHHoun B [6]. B xoae aHanun3a onpegeneHo, YToO AaHHbIW CrnaB siBndeTcs
cnnaeBomMm xernesa. MeTannbl, KOTOpble, BO3MOXHO, coAepxaTcsd B 9TOM
cnnase: Mn, Ni, Co, Cu, Al, Cr, Ti, V, W, Mo.

Tak Kak BCe OHM (3a UCKMOYEHMEM BaHaama n TuTaHa) Bxogsat B IV-VI
rpynnbl, TO M9 aHanM3a MOXHO MPUMEHUTb KUCIOTHO - LLEMOYHYH CXEMY

aHanusa (tTabnuua 1).

Tabnuua 1

1 CnnaB Xene3a
PactBopeHrune B H,SO, (1:4), nobaBnernne HNO; (koHu.) 4O NpeKpaLLeHnst BblAENEHNsS] OKCUAO0B
asoTa

2.1 PactBop I: Fe”*, Ni**, Cr’*, Co™", Mn**, A**, Cu**, 2.2 Ocapok |: yrnepog,
Ti(IV), VO3, MoO.* KpeMHuii;PacTBopeHune B
[ob6aBneHne n3bbITka pactBopa NaOH HCl,;Peakunsa Ha W gaet

oTpuuart. pesynbTart

3.1 Ocapok lI: rugpokenapl Fe, Ni, Co, Mn, Cu, | 3.2 Pactop II: Cr(OH)*, Al(OH)*,VOy,

Ti MoO.”
O6paboTka pacteopom HNO;
Onpepgenexune CwurHan BoiBog | Onpepnenexwve CurHan BbiBOa

— onpenenenve Ti(IV) | HeT xenTou HeT Ti —onpeqeneHve EcTb EcTtb Mo
peakuus ¢ H,O, B oKpacku Mo(VI) peakums c KpacHas
npucytcteum H3PO, ans pogaHngom
cBsisbiBanus Fe* amMMOoHUsl B OKpacka

NpUCYTCTBUM
— onpegenenve Mn(ll) | Po3zoBoe ecTb Mn | voHos Sn(ll)
peakuus ¢ NaBiO; OKpaLLMBaHME

| —onpepenenve Opr?Hl/I'-I.

— onpenenenue Ni(ll) Pos3oBoe ecTb Ni Cr(ll) n V(V) crnomn Ectb Cr
peakuusa c NATHO peakuusa CVlHVllZ
ANMETUIITNNOKCMOM obpasoBaHus

NepoKCUAHBIX .

coeanHeHuit BO-D{""W'
— onpeaenexve Co(ll) crnou Ectb V
peakuns ¢ poaaHuaoM | HeT cuHen Het Co KOPUYH.
aMMOHUA B
npucytcTeun NaF ans Okpacku
mackupoanus Fe**

—onpegenexHve
— onpegenenveCu(ll) Al(ll HeTt
hbnyopecueHTHasi nyopecueHTHast
DEAKLA C NVPUAMHOM Het xentoro Het Cu peakuus ¢ 8 — 3eneHoro Het Al

cBeveHund OKCUXUHOMUHOM cBeveHunsd

BeiBoa: B cnnaee npucytctsytoT Fe, Cr, Ni, Mn, Mo, V




KonunyecTBeHHbIV aHanu3

BoaMOXHbI ABa NyTW NPUroToBreHns npodbl K aHanuay: 1) pacTtBOpuUTb
TOYHO B3BELUEHHOE KONMMYECTBO CnsiaBa, OOBECTM OO METKM B MEPHOM
konbe wn panee OTOMpaTb anNUKBOTbI HA TUTPUMETPUYECKUA U
rPaBMMETPUYECKUI aHanu3; 2) TUTPUMETPUYECKOE U rpaBMMETPUYECKOE
onpegeneHne npoBoaUTb W3 OTAENbHbIX 4YacTten obpasua. B pgaHHOM
paboTe Obin BbibpaH BTOPOWN BapuaHT.

Cnegywowmm atanoMm sBNAeTca pactBopeHne npobbl. Obe uvactm
obpasua pacTBopsnMCb B pal3baBneHHOM pacTBOpPEe CEPHOM KUCAOThI
(20%).

0630p MeToAOB KOoJin4eCcTtBeHHOro onpeanerieHuns

(paBumeTpUyeckue MeToabl aHanu3a

1. Xeneso

1.1 OcaxneHue rmgpokcuga xenesa [1, 2, 4, 5].

K pactsopy, conepxaluemy Fe**, no6asnsior pacteop NHs 4o nonHoro
ocaxgeHuns rugpokenga xkenesa(lll). [MpokanuBaHwe npoBoaAT npwu
TemnepaTypax He Bbiwe 700°C (BGyH3eHOBcKasd ropesnka), Tak Kak npwu
Oonee BbICOKMX TeMNepaTypax BO3MOXHO obpasoBaHue Fes0q.

MpucyTcTBUE Cconen LENOYHbIX U LeNoYHO3EeMENbHbIX MeTansioB He
MellaeT, ecnu ocaxaeHune MpoBOAUTb B MNPUCYTCTBMM LOCTATOYHOMO
KonmyectBa aMMOHUMHBIX conen. Ona otaeneHus ot Mg2+ npoBoaAT
nepeocaxaeHne. MelaloT aHWOHbI, obpasytowme ocapku (POs>, AsO4”,
SiOs%) u pactBopuMble komnnekcbl (F,, P.O7*, C4H4O6%). YpaBHeHus
peakuni:

[Fe(H20)s]*" + H,0=[Fe(OH)(H,0)s]** + H;0*
[Fe(OH)(H20)s]** + Ho0=[Fe(OH)2(H20)4]" + H30*
[Fe(OH)2(H20)4]" + HoO=[Fe(OH)3(H20)3] + H30"

2[Fe(OH)3(H20)s] = Fe203 + 9 H,O



OcaxpaeHwne rmgpokcnga xenesa(lll) BO3MOXHO Takke

a) ypotponuHom[1];

6) rmgpatom rugpasunal1];

B) auetaTtoM aMmmoHus[1].

pH nonHoro ocaxaeHnus paseH 2,3 — 4,1. ®akTop nepecyeta Fe O3 Ha
2Fe — 0,6994.

1.2. OcaxaeHue 8 — okcuxuHonmHom[1, 71.

OcaxpgatoT n3bbITKoM 4%—HOro aueTaTHOro UM 3TaHOSIbHOIO (MOXHO B
aueTtoHe) pactBopa 8 — okcuxuHonuHa. Ocapok okcuHata Fe(CoHgON)3
OTUNbTPOBLIBAKOT, MNpOMbIBAlOT BogonM w cywat npum 120°C po
NMOCTOAHHOM Macchl. [Ona nonyyeHMss B Ka4vecCTBe [rpaBUMETPUYECKON
dopmbl  Fe;O3 ocagok OTGUNbTPOBLIBAKOT, MNPOMbLIBAKOT, CyllaT B
dapopoBom TUrNe, 030MA10T U npokanusatoT npu 700°C. YpaBHeHue
peakuumn:

Fe*" + 3HCgHsON =Fe(CgHgON)sl+ 3H*.

daktop nepecyeta okcnHaTta Fe(CygHsON); Ha Fe — 0,1144; okcmaa

Fe;O3 Ha 2Fe — 0,6994.

1.3. OcaxaeHue kyndepoHom [1, 71.

K cna6okucriomy pactBopy Fe®* npu nomewmBanun no6aBnsiot Ha
xonogy 6%-—Hbii  pactBop  KyndgpepoHa. O6pasyeTcsa  KpacCHbIv
XJ1I0NbeBMAHLIN 0caaoK. Ecnun nocne oTctanBaHus B NpoO3payHOM pacTBope
oT gobasneHna kannu pacteopa KyndepoHa obpasyetca 6enas myTtb, TO
3TO O3HavaeT, YTo ocaauTens aobaeneHo AocTaTtoyHo. Yepe3 15 MUHYT
0CcafioK OTUNbTPOBbLIBAIOT.

Ocagok npombiBalOT XOSI0OQHOM BOAOW, 3aTeM Ha (unbTp BRMBalOT
Heckonbko pa3 pactBop ammuaka (1:1), 4T0bBbLI YyAanuTb K3ObLITOK
ocaguTens, nocre 4Yero CHoBa MpPOMbIBalOT BoAowW. PunbTp C OCagKoOM
cywaTt B NnaTtMHOBOM TuUrne, o3onsaT M npokanmearT npu 700°C po
Fe,O3. YpaBHeHue peakuu:

Fe®" + 3CgHsN20,~ = Fe(CgHsN202)ad .



dakTtop nepecyeta okcmaa Fe O3 Ha 2Fe — 0,6994. N36bITOK KUCNOTbI
He MewaeTt onpeaenenuto. Ona otaenenus ot Cr, Ni, Co n Zn ocagok

nepBbI pa3 NpoOMbIBaOT BOAOW C 4O06aBNEHMEM COMAHOW KNCHOTHI.

1.4. OcaxgeHune 1—HuTposo—2—HadTonom [1,7].

PacTtBop, cogepxalumnn Fe3+, ynapupaloT OO Manoro obvema u
HEeNTpanu3ylT amMmMuMakoMm [0 Hayana obpasoBaHus ocagka. Ocagok
pacTBopsaoT B Heckonbkux kannax HCI(1:1). Job6asnsawT paBHbIM 06beM
50%—Horo pactBopa YKCYCHOM KUCNOTbl. [Ona ocaxaeHus [obasnaioT
n3bbIToK 2%—HOro pactBopa o—HUTPO30—P—HadpTona B 50%—Hon
CH3COOH npwu nepemewmBaHnmn Ha xonogy (20°C). Yepes 6—8 4 ocagok
OTPUNBLTPOBLIBAKOT N NPOMbIBAOT 50%—HON YKCYCHOW KUCMOTOW, a 3aTem
xonoaHon sogon. Ocagok NepeHocAaT ¢ punbTpoM B hapdopoBbIv TUrESb,
[06aBNAT paBHOE KONMYECTBO LLIAaBENEeBON KMCMOTbl, OCTOPOXHO CyllaT u
0301410T. YpaBHEHME peakumn:

Fe®* + 3C1oHe(NO)OH = Fe(C1oHs(NO)O)3d + 3H".

2. Xpom

2.1. OcaxneHne ammunakom|[1, 3].

PacTteop, coepxaiummn cr, HarpeBalT OO0 KuneHus n gobaBnsawT npwu
HenpepbIBHOM NepemMeLInBaHumn Mo Kannsm KOHUEHTPUPOBAHHLIN PacTBOp
ammumaka o nonHoro ocaxgeHus Cr(OH); ¢ Hebonbwmm m3bbITKOM (80
cnaboro 3anaxa). OcTaBnsaT Ha BoAsHON BaHe [0 koarynaumMm ocagka m
obpasoBaHus Hag ocagkom 6ecuBeTHOro Npo3payHoro pacteopa. PacTteop
OEeKaHTUpYT, o0cagok npombiBadT pactBopoM NHs.  dunbTpytoT,
npombiBalOT Ha punbTpe pactesopom NHj;. Ocagok cywaT B nnaTtMHOBOM
Turne un npokanusatT npu 1000°C. BasewwnsaroT Tprokeng xpoma Cry0s.
dakTop nepecyeTta Ha xpom — 0,6843. YpaBHEHUs1 peakuuni:

[Cr(H20)6]** + H,0=[Cr(OH)(H20)s]** + HsO"
[Cr(OH)(H20)s]** + Ho0=[Cr(OH)o(H20)4]* + H30*
[Cr(OH)3(H20)4]" + H,0=[Cr(OH)3(H20)3] + H30"

2[Cr(OH)3(H20)3] = Cr,03 + 9 H,O



Ocapgok rmgpokenga Cr(OH)s agcopbupyeT wenovHble metannbl. B unx
NPUCYTCTBUM OCaLOK nepeocaxaatT. [ns 3Toro ocagok pacTBOpSOT B
ropayern HCI(1:1) n cHoBa npoBOAAT oOCaxaeHue aMMuakom. ITOW
MeToamMKon oTaensioT Cr¥* oT AByXBaneHTHbIX METanmMos..

Ocaxpaenne Cr(OH)s npoBoaAaT Takke ypOTPONUHOM.

2.2. OcaxneHve Cre* us xpomartos[1, 3].

XpomaTt CrO42" (vnn guxpomaT) BOCCTaHaBMMBAKOT 0 Cr® ataHonom. K
pactBopy npobbl obbemom 20 mn gobasnswT 5 Mn pasbaBneHHoOW
HCI(1:1) w ataHona. HarpeatoT Ha BoasiHou OGaHe OO0 Tex nop, Mnoka
pacTBOp He CTaHEeT YUCTO 3efieHbiM: 3TOT MpPOLEeCC BOCCTaHOBIEHUS
anmtca 10 muHyT. PactBop pasbasnsaioT BO4OM M MPOBOAAT OCaXAeHue,
Kak onmncaHo B nyHkTe 2.1. YpaBHeHNE peakuuu:

Cr,07”” + 3C,HsOH + 8H" = 2Cr** + 3CH3;CHO + 7H,0
®dakTop nepecyeta Cr.0s Ha xpom — 0,6843; Ha CrOs> — 1,5262; Ha
Cr,0," — 1,4211.

2.3. OcaxpneHue B Buae xpomarta bapuga[1].

K HenTpanbHOMy pacTBopy xpomaTta Jo6aBnsatoT 1 H pacTBOp YKCYHOM
knucnotel u auetaT HaTpuss CH3;COONae3H,0O. HarpeBatoT OO KMneHus u
npubasnstoT pactBop xnopuga 6Gapua BaCl,e2H,O B He3HaunTenbHoOM
n3obiTke. OCTaBnAT cMecb Ha BogsiHoM 6aHe 1 4 M galT NOCTENEHHO
ocTbiTb. Ocagok BaCrO; oTMNbTPOBLIBAKOT M MPOMbIBAKOT XOSIOOQHOM
Bogon. Ocapok cywart npu 100°C n npombiBalOT 3TaHOMOM, Aanee cywart
npn 130 — 140°C. BseewwnsatoT BaCrO,4. ®akTop nepecyeta Ha Xpom —
0,2053, Ha xpomat — 0,4579, Ha Tpuokcmg xpoma CroO; — 0,2352.
YpaBHeHue peakuuu:

CrO,* + Ba®* = BaCrOj.
OcaxpgeHvne NpoBOAAT M3 HENTPAIbHOIO UM O4YeHb CNaboyKCyCHOKUCOro

pacTBopa. MewwatoT MoHbl SO,

2.4. OcaxxoeHue B BUae xpomaTta cepebpal1].

HeiTpanbHblii pactBop CrO4>~ HarpeBaloT A0 KUNeHWUs U foGaBnsioT

pactBop HuTpaTta cepebpa AgNO3; B He3HaunTenbHOM n3bbITKE. Yepes 12



4 (UNbTPYIOT M NPOMbIBAIOT HaCbILLEHHbIM PacTBOPOM XpomaTa cepebpa.
Ocapgok cywat npu 130°C B TeyeHne 2 — 3 4. BsewwwBaioT xpomar
cepebpa. YpaBHEHUE peakuum:

2Ag* + CrO4* = Ag,CrOy4
®dakTop nepecyeta Ha Cr — 0.1568; Ha CrO,> — 0,3497. Mewatot

XNopua— 1 cynb@aT—noHBbI.

2.5. OcaxaeHuve B Buage xpomata ptytu[1].

K HeuTpanbHOMy wunu cnaboas3oTHOKUCIIOMY  pacTBopy npobbl
pobaensoTt 0,2 H pacTBop HUTpaTa pTyTH (l) B HE3HAYNTENBHOM U3BLITKE U
HarpeBalT [0 kuneHusi. OrHEHHO — KpacHbIM OCafoK XpomaTa pTyTu
OTUNbTPOBLIBAIOT U npoMbiBatoT pacteopoM Hga(NOs),. Ocapok B
drapdopoBOM TUrne cywaTt, 030n8t0T U npokanuastoT npu 800 — 900°C go
TpuoKkcuaa xpoma. YpaBHEHUS peakumnii:

2Hg,** + Cr,07% + H,0 = 2Hg,CrO, + 2H*
2Hg2CrO4 = Cry03 + Hg20 + 20,
dakTop nepecyeTa Cr,03 Ha xpom — 0,6843; Ha CrO,*~ — 1.5262.

TutpumeTpuyeckme Metoabl aHanusa

1. Xene3o

1. 1. NepmaHraHaTomeTpuyeckmn metoaf1, 5]

MoHbl Fe?* u Fe** tutpytotr pactBopom nepmaHraHata kanmsi KMnOj.

YpaBHeHue peakumu:
5Fe’* + MnO,™ + 8H" = 5Fe® + Mn** + 4H,0.

CepHokucnblii pacteop Fe?* tutpytot pactBopom KMnO, Ha xonoagy
(MOXXHO nNpu HarpeBaHWW) [0 MNOSABEHUS YCTOMYMBOIO OpPaHXeBOro
okpalwmBaHuna. Okpacka pacTBopa COCTaBMSIETCS U3 XKENTOoro uBeTa MOHOB
Fe®* n kpacHo — croneToBoro okpalumBaHus oHa MnO4~. Okpacky MOHOB
Fe®* ycTpaHsatT pgobasneHmem Hebonbworo konuyectesa Hi;PO, ans

cBA3biBaHns Fe®* B GecuBeTHbli  Komnnekc. [nst  TUTPoOBaHWS



consHokucroro pacteopa Fe?* B pactBop [06aBnsioT cmeck Linmmepman

— PenHrapara.

1.2. duxpomaTtometpudeckum metoaf1, 5]

1. K pactBopy, conepxallemy Fe?*, no6aBnsioT pactBop CepHOW unm
CONSAHOM KUCAOThIl, KOHL. ¢hocopHyto kucnoty m 0,2% — Hbli pacTtBop
andeHunamuHocynbgoHata Hatpua (i 1% — Hbld  pacTeBop
andeHnnamuHa B KoHu. HSO4). Tutpytot 0,1 H pactBopom K,Cr,O7 go
nepexofa OKpacku nu3 3eneHon B ouoneTosyto.

JinmoHHass KkucnoTta, a TakKe BMHHaAA M LWaBeneBas MelwawT
TuTpoBaHuio. C audeHnnammHom BaHaguin(lV) He TuTpyeTcs. YpaBHeHue
peakumm TUTPOBAHWUS:

Cr,0/7 + 6 Fe®* + 14H" = 2Cr** + 6Fe*" + 7H,0

2. K pactBopy npunusatoT HzSO4(1:3), nHgmkaTtop 1% — HbIM pacTBop
p—teHeTnagmHa, 2 r cyxoro bukapboHaTa kanusa manbiMyM nopumsamMu ang
BbITECHEHUSI PaCTBOPEHHOrO Kucrnopoga v ganee oobasnsoT 3 r Cyxoro
dpTopMaa ammoHus ana  crabunmsauuun. TutpyoT 0,1 H pacTBopom
anxpomMarta Kanus, noka OT MocnegHen Kannu pacTBop He npuobpeTtet

YCTOWMYMBOE KpaCHO — (PMONETOBOE OKpaLLUBaHME.

1. 3. BaHagaTtomeTpudeckun metoa[1]

K pactBopy, cogepxaliemy Fe?", nobaensioT koHU. H,SO4, 3 — 5 kanenb
pactBopa (eHUNaHTpariMHOBOM KUCNOTbl U TUTpyoT 0,1 H pacTBOpOM
BaHagaTa aMMOHMA OO nepexoda 6negHo — ronyboro okpaluvBaHus B
BULLIHEBO — KpPACHOeE.

B kauyectBe uvHOMKaToOpa MOXHO nNpuUMeHATb 1% — HbIM pacTBOp
andeHnnammHa B KOHL. CEpHOW K—Te; TUTpOBaHWE MpoBOAAT A0
npnobpeteHnss  6ecuBeTHbIM  pacTBOPOM CuUHEe —  (PUONIETOBOro

OKpawmnBaHUA.

1. 4. LlepumeTtpuydeckun metoaf1]

K pactBopy pobasnsatoT ogHy kannwo 0.025M pactBopa deppouHa u
TuTpytoT 0,1 H pacTBopom cynbdata uepmda(lV) oo nepexoga okpackum u3
pO30BOM B 6ECLIBETHYH). YpaBHEHME pPeaKUnn:

Fe?" + Ce* = Fe®* + Ce*.
8



[onyctnMmo npucyTCcTBME OpraHUYecknx KuUcrot u drtopug — noHa. B
npucytctBum docdaT — MoHa HeobxooMmo YyBENUYMBaATb KUCIOTHOCTb

pacTtsopa.

1. 5. Onpepenexnuve xnopammiom T[1]

1. K pactBopy, conepxaliemy Fe?*, no6aBnsioT cepHyto kucroty (1:4) n
0,1 H pactBop NaF pgsa cBssbiBaHMs B KOMMMekc obpasyolierocs moHa
Fe®*. PactBop HarpeBatoT Ao 40°C, fo6asnsioT 2 — 3 Kannu pacteopa WHA.
rokapMmHa WM TUTPYHOT PacTBOPOM XxfopamumHa T [0 nepexoda CUHEWN
OKpacKkun pacTBopa B 3€IEeHYH0.

2. HaBecky »enesa pactBopsitor B HCIl (1:1) B KOHu4eckon konbe c
nputeptTon npobGkon. [JoGaBnsawT pacTBOp OOHOXMAOPUCTOrO  Moaa,
XNopohopM 1 TUTPYIOT PacTBOPOM XfopamuHa T noka okpacka moga He
CTaHeT CONoMeHHO — xenTton. Konby 3akpbiBatoT Npobkon n B3GanTbIBatoT.
MpopomkatoT B30anTbiBaHME 4O TEX MOP, NMOKa OKpacka crosi xnopodopma

He neperaeT U3 nyprnypHon B cnabyto 6negHo — XenTyto.

1. 6. MogaTtomeTpuyeckuii metoa[1]

K pacTtBopy, cogepxaiiemy Fe?*, nobasnsiot pacteop ICl, pasbasnsiot
pacTtBop Bogown, gobasnstoT koHu. HCl n TeTpaxnopua yrnepoga. TutpytoT
0,1 H pacTBOpOM MogaTa Kanus 4o Tex rnop, noka NnoTeEMHEBLUMA BHa4ane
aHanu3anpyembln pacTBop OT BblgenueLlerocs cBoBOOHOro mMoga He
noceeTneeTt o 6negHo — KopuyHeEBOro okpawwmBaHus. Konby 3akpbiBatoT
CTEKNAHHOW NMPUTEPTON NPOOBKOM N CUNbHO B3GaNTbIBAKOT; NPU 3TOM CrloWn
OpraHM4yeckoro pacTBOpuUTENs oOKpawmBaeTcss B (OUMONETOBLIA  LIBET.
TuTpyloT ManbiMKM  NOPUMSMKU, XOpowo B3banTbiBas MNOCMAe Kaxgoro
npnbaBneHnst TUTPYIOLEro pacTBopa, Noka OpPraHMYEeCcKUin CNnon He CTaHeT
cnabo — dwonetoBbiM. [lanee TUTPYIOT NO OOHOW Kanmne, XOpOLUOo
B3banTbiBad. KoHeL TUTpOBaHMS oOnpedenstoT N0 UCYE3HOBEHUIO

OKpawmnBaHNA OpraHnM4ecKkoro Crio4d.

1. 7. MepkypaTtomeTpudeckun metoaf1]

PactBopeHne cnnaBa npoBOAAT B MNPUCYTCTBUM  KOHL.. a30THOM
KncnoTtbl(ana okucneHuna xenesa). PactBop kunataT 2 — 3 MUHYThI, He

3aKpblBasi CTEKINOM, ANS yaaneHns okcuaos asoTa.
9



Mocne oxnaxaeHuna pactBop pasbasnsawT Bogon, gobasnsT 40% —
HbI pacTBop pogaHmga ammoHus(n3dbitok NHsSCN Heobxogum ans
npepoTBpaweHns  obpasoBaHus G6enon MyTH Kanomenu  oT
B3anMo4eNCTBuUS H922+ ¢ HCI, ecnu cnnas pacteopssnca B HCI) n cpasy xe
TuTpytoT 0,1 H pacTBopoM HuTpaTa pTYTU(l).

Mpn pobaBnenHnn NHSCN  nosBnseTcs OYEeHb  WHTEHCMBHOE
okpawwuBaHue. [lpu TutpoBaHum pactBop Hgz(NOs), pobasnsioT
HebonNbLWNUMM NOPUMAMM OO0 Havana NPOoCBETEHMs, 3aTeM MO Kannsam, Bce
Bpems B3GanTbiBagd M Habnwgas, 4ytobbl MyTb, obpasylowascsa B MecTe
nageHus Kanmu, MNOMHOCTbI ucdesana. TUTpOBaHME 3akaH4YMBaloT nNpu
MOMHOM WCYE3HOBEHUW PO30BOM OKpacku. [losiBneHve TeMHOW MyTu B

TUTPyeMOM pacTBoOpeE — MNPU3HaK NepeTuTpoBbiBaHUA.

1. 8. TutaHomeTpudeckunm metoaj1]

Pacteop xenesa(lll) tutpytotr 0,1 H pactBopom conm TiCl3 wunu
Tiz(SO4)s.

YpaBHEHNE peakuum:

Fe** + Ti*" = Fe*" + Ti*

K pactBopy no6aBnsitoT 2 H pacTBOpP CEPHOW KUCMNOTbI U HarpesalT A0
50 — 60°C. fobasnstoT 10% — HbI pacTBOP poAaHuaa Kanumsa 1 Ha KOHYMKe
wnaTtensa 6ukapboHaT HaTpus Ana yganeHusa Bo3gyxa m3 konbbl. KpacHo —
Kopu4yHeBbin pactBop TuTtpytT 0,1 H pactBopom conu Tutana(lll) go
obecLiBeunBaHmns. MIHOMKAaTOPOM CIyXWUT poaaHua kanusi. Mewatot Cu?*,
Mo(VI), NOs~, Pt(IV), Sb(lll), V(V), W(VI) n opraHnyeckne BelecTtsa.

1. 9. AckOpBMHOMETPUYECKU MeTo

OnpepeneHve OCHOBaHO Ha BOCCTAHOBMIEHUWW MOHOB >Xenesa
aCKopOMHOBOW KNCHOTOMN:
2Fe® + CgHgOp = 2Fe*" + CeHgOp + 2H"
K pactBopy mobaBnsawT Body, HEMTpPanM3ylT pacTBop AobaBrneHnem
ammumaka(1:1). HarpesatT pactBop go 60°C, pobasnsatTt 0,5 H pacTtBop
podaHnga aMMoHUA (Kanusl) B Ka4ecTBe MHAMKATopa 1 TUTPYHOT KPOBaBO —

KpaCHbII7I pactBop A0 obecuBevnBaHus. TI/ITpOBaHI/Ie npoBOOAT TaKXe C
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nHgmkaTopom BapuamuHonay (1% — Heim pacteop B 0,1 H HCI). Okpacka

NepexoanT U3 CUHEN UIN KpacHOW B GeCLBETHYIO.

1. 10. KomnnekcoHoMeTpudeckoe TutposaHue[5]

B cunbHokucrnion cpege npu pH<0,9 komnnekcol xenesa(lll) ¢ SATA
0bpasyrTca B COOTBETCTBMM C YPaBHEHMEM:

Fe® + HsY" = FeHY + 4H"

Mpn pH>1,3 npeobnagaet komnnekc FeY™. KomnnekcoHat xenesa(ll)
3HAYUTESNIbHO MEeHee YCTOMYMB U KpanHe HeyCTOMYMB MO OTHOLLUEHWUIO K
okucnutensm. [loaToMy KOMMIIEKCOHOMETPUYECKN ONpeaensT TOSbKO
xeneso(lll). B kayecTBe MHANKATOPOB UCMOMb3YIOT TalpOH, CanuLuMioByro
nnn  cynboCcanuuUIoByrd KUCMOTY, TMOPOKCAMOBbIE KUCMOTbl. 3TH
nHouKaTopbl B pacTBopax 6ecuBeTHbl, HO obpasytT c¢ xenesom(lll)
WHTEHCMBHO OKpALUEHHblE KOMIMIEKCbl: KPaCHOro LBeTa C TaupOHOM,
doMoneToBOro ugeTa ¢ canvuuioBon UnNn cynbgocanuununoBoOn KACIIOTON,

ChHE — (bI/IOJ'IeTOBOFO —C FI/I,D,pOKCGMOBOIZ KMCNOTOMN.

2. Xpom

2. 1. NepmaHraHaToMeTpU4YeCKUN MeTon

K pactBopy, copepxaliemy Cr**, no6aBnsioT 2 H pacTBOp CepHOIi
kucnotel, 0,15 H pactBop a3oTHOW kucnotbl, 0,1 H pacTBOp HuUTpaTa
cepebpa (katanmsatop), 20% — HbIA pacTBOp nepcynbdata amMmMOHUS
(NH4)2S208 n kunatat 10 MuHyT g0 paspylieHus u3bbiTka nepcynbdarta
(NpekpalLeHns BblaeneHns ny3blpbKoB rasa).

[obGaenswT k pactBopy u3bbiTok 0,1 H pactBopa conm Mopa o
MCYE3HOBEHUSA OpPaHXEeBOro (UM KEnToro) OKpalUMBaHWA M MOSIBIIEHUS
3eMeHoro LUBeTa pactBopa WM cBepx Toro ewe 5 mn. TutpytoT obpaTtHo
n3bbITok nMoHoB xenesa(ll) 0.1 H pacTBOpoM nepmaHraHata kanusa (npu
OTCYTCTBMM XJIOpMa — MOHOB) 0 €cnaboro po3oBOro OKpalLMBaHus.

B npucytctBum xnopug — wmoHOB [o6aBnsioT  pa3baBnieHHyHo
H3PO4(3:20), 5 — 6 kanenb 1% — Horo pacteopa gudeHnnaMmmHa B KOHL,.
H,SO4 n tutpytot 0,1 H pactBopom KyCr,O; go nepexoga cBeTnio —
3€MeHOro oKpaluMBaHnsl B CUHE — (OMONETOBOE. YpaBHEHNE peaKLmK:

2Cr’" + 35,042 + 7H,0 = Cr,07% + 6S04% + 14H"
11



YpaBHEHUE peakuum TUTPOBaHUS:
6Fe®* + Cr,0,> + 14H" = 2Cr** + 6Fe®" + 7H,0

2. 2. lopomeTpuyeckuin metoa[1]

K pactBopy, comepxaiiemy Cr,0;%, po6asnsior 10% — Hblii (Mo
o6bemy) pactBop cepHon KucnoTbl U 20% — HbI CBEXENPUroTOBMEHHbIN
pacTteop Kl. BelgepxuBaloT cMecb B TeMHOTE B TedeHue 5 — 10 MuHyT ans
3aBepLUeHns peakunn, pasbasnaoT BOAOW U TUTPYIOT BbIAENMBLUMIACA MOA
0,1 H pacTtBOpOoM TMHOCYyNbgata HaTpuda. [lpu gocTwxkeHunm cBeTNO —
XenTtoro okpawwuBaHua pobasnsawT 0,5% — HbIi pacTBOp kpaxmana u
NpoJomKalT TUTPOBAHWE MO Kannam OO0 nepexofa CUMHEW OKpacku B
CBETII0 — 3€eNIEHYI0. YpaBHEHNE peakLumm:

Cr,07% + 61” + 14H" = 2Cr*" + 3, + 7TH,0

2. 3. OnpeneneHue deppomeTpudeckm[1, 3, 5]

K pactBopy, copepxaliemy Cr¥*, no6asnsior 0,25% — Hblii pacTBOp
HUTpaTta cepebpa, HarpeBaloT 40 KUMNEHUSA U OCTOPOXHO AobasnstoT 25% —
HbI pacTBOp nepcyfibdata aMMOHUSA, KUNATAT HECKONbKO MUHYT. [locne
oxnaxgeHusa nobasnaoT pasbaBneHHylo (1:4) cepHyto kucnoTty, 6 kanenb
0,2% — Horo pactBopa deHunaHTpanuMHoBon kucnotbl B 0,2% — HOM
pactBope kapboHaTa HaTpusa u TuTpytoT 0,1 H pactBopom conn Mopa fo

nepexoga cuHe — (oMoNeToBON OKpPaCKM pacTBopa B 3eSIEHYIO .

2. 4. TutpoBaHue pactsopom SnCl,[1, 3]

Peakumss npoTekaeT KONMMYECTBEHHO W OOCTATOMHO ObICTPO B
CONSAHOKUCIIOM pacTBOpe Npu KOMHATHOW Temnepatype. AuxpomaT kanus
TuTpytoT pacteopom SnCl; B 3 —3,5 M HCI B npucyTtcTBum andeHnnammuHa

B aTMoccepe COa,.

2. 5. TutposaHue pactsopom HyO,[3]

Onpepenenne Cr(VIl) npoBoaAaT B CEPHOKUCION cpefe, TUTPYHT A0
3eneHon oOKpacku. 3aTeM OTTUTpoOBbIBaKOT K3ObITOk H>O, pactBopom

NnepMaHraHaTa Kanvsi 10 CUpeHeBOW OKPaCKW.
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2. 6. TutpoBaHme pacTBopomM conu rmapasnHal3]

Onpepenenve Cr(VI) npoBoosT MeTogoM TUTPOBAHUA pPacTBOPOM
cynbaTta rmgpasvHa B NpUCyTCTBUKM AneHunammHocynbdoHaTa bapus
(Ind) n OsO4 (Kt).

2. 7. TutpoBaHne pacTtBoOpoM rmapoxmHoHal3]

Onpepenenve Cr(VI) npoBogsT MeTogoM TUTPOBAHUA pPacTBOPOM
MOPOXMHOHA B MPUCYTCTBUN B KayecTBe MHAMKATOpa AndEeHUnammHa u

tdeppouHa. VoHbl Fe* He meluatoT onpeaenexuio.

2. 8. TutpoBaHue pacTsopomM deppuumanmaa kanual3]

Cr** okucnsietcs o Cr(V1) dbeppuLmMaHnn — MOHOM MPU MOBbILLEHHOM
TemnepaTtype B KoHu. pactBopax NaOH. [pucytctBue HebonbLumx

konu4yectB conen TI(l) yckopsieT peakuuio.

2. 9. KomnnekcoHomeTpuieckoe TutposaHune[3]

Mpsimoe TuTpoBaHue Cr** pactBopamu OATA HEBO3MOXHO BCReACTBUE
Marion CKOpoCTn 06pa3oBaHmst KOMMIEKCOB, MO3TOMY MUCMOMb3YOT MeToAbI
obpaTtHoro TutpoBaHusa u3bbiTka OLOTA pacTBopamMn pasfnUYHbIX COMeEWn
Bi(lll), Fe, Cu?**, Ni**, Pb®*, Zn?".

13



3KCI19pMMeHTa.I1 bHaA 4acCTb

TutpumeTpnyeckoe onpegeneHme xpoma

TuTpumeTpuyeckoe onpegeneHme xpoma npoBOAUIIOCH MO MeToauke,
onucaHHon B [1, 5], (onpegeneHne xpoma M mMapraHua npu COBMECTHOM
NPUCYTCTBUM B CcTansax). OTO4 METOA OCHOBaH Ha OKUCIIEHUW XpoMma U
MapraHua nepcynbgatoMm amMMOHUS B MPUCYTCTBUM KaTanv3aTopoB A0
BbICLUMX CTEMEHEN OKUCMEHMS COrMacHO ypaBHEHUSIM:

2Cr** + 38,04” + 7TH,0 = Cr,0/* + 6S0,% + 14H"
2Mn?* + 58,05 + 8H,0 = 2MnO,~ + 10S0,* + 16H"

N3bbiTOK nepcynbdaTta paspyLlatT KunsdeHnem. Peakuumn okucneHus
nepcynbgartom MeLWaT Xopuh — WOHbl, MO3TOMY HaBECKYy CTanu
pacTteopsanu B pasbasneHHoM (20%) pacTBope CepHOMN KUCMOThI.

Mcnonb3dyst cnocobHOCTb xnopug — MoHoB BoccTaHaenmeatb Mn(VII)
(AnxpomaT — MOHbI NPM 3TOM HE BOCCTaHABMMBAIOTCS), ONPEAENAOT XPOM
B MPUCYTCTBUN MapraHua.

1. PactBopeHune ctanun. HaBecky cTanu nNepeHoCAT B >KapOCTOWKWIA

ctakaH emkocTbto 250 — 300 mn, npubaensatoT 20 mn Boabl 1 20 Mn 2 H
pactBopa H»SO4, HakpbiBalOT CTakaH 4YacoBbIM CTEKIIOM W HarpeBarloT A0
NOMHOrO pacTBOpeHWss HaBecku. [locne pacTBop ynapuBalT Ao
Hebonbworo obbema. PactBop GunbTpytoT B Konby emkoctobio 200 mn,

NpOMbIBalOT OCafoK Ha ounbTpe. [JoBoAAT 4O METKN.
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2. OkucrneHve xpoma 1 Mapradua. AnMkBoTHYO Yactb 10 mn pacTtBopa

cTanu nMNEeTKOM NEepPeHOCAT B KOHM4Yeckyo konby 150 — 200 wmn,
npubasnat 20 mn 2M cepHon kmcnotbl, 1,5 mn koHu. H3POy4, 20 mn
Boabl, 1 — 2 mn pactBopa AgNOs mn 1 — 2 r nepcynbdarta aMMOHUS.
PacTtBop HarpesaloT 4O NOMHOro paspyLlueHus n3bbiTka nepcynbara.

3. OnpegenexHvne xpoma. K ropsyemy pactBopy npwu TwaTenbHOM

nepemewmnBaHun gobaensoT pactBop NaCl oo nonHoro BocCTaHOBMEHMS
MnO,. K oxnaxgeHHomMy pactBopy [[006aBnA0T 4 MM KOHL. CepHOW
Kncnotbl, 5 Mn koHU. H3POy4, 2 kannu pacteopa andeHnnammia n TuTpyoT
pacTBopoM conv Mopa oo nepexoga okpacku pacTBopa U3 TEMHO — CUHEN

B 3EMEHYI0.

Xoa aHanu3a

PacyeTt Maccbhl HaBECKMU.

Onsa npurotoBnenuna 200 mn 0.05 H pacTBopa guxpomaT — noHa (ucxoas
n3 20% — HOro cogepxaHusi XpomMa B CrfiaBe) HYy>XHO

Me, = Cocr, 0, *foe*2*Mcr * V = 0,05%(1/6)+0,2+2+51.9961 = 0.1733 ;

Mennasa = Mo/ oo, =0,1733 /0.2 =0,8665 .

Macca 6rokca ¢ BewecTtsom : 10, 3797

Macca nyctoro 6rokca : 9,8641
Macca HaBecku cnnasa : 0,5156

CraHgaptusaumsa pacteopa conv Mopa no 0.0526 H pacTBopy Auxpomarta

kanua
O6bem pacTBOpa gMxpomara kanus
9,83
9,86
9,80

J/ = 9,83 mn

Toraa koHueHTpauusa conn Mopa

Cwm = 0,0535190 H
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OnpegeneHne xpoma

O6bem pactBopa conn Mopa
5,10 mn
5,13 mn
5,07 mn

I_/= 5,10 mn

Torga KoHUEeHTpauust guxpomar — UoHa:
Ccr, 0, =0,0273049 H
Macca xpowma :
m = Ccr, 0, *foe*2*Mcr * V = 0,02730%(1/6)0,2+2+51.9961 = 0,09465 r
CopepxaHune xpoma :

® = 0,09465 /0,5156 = 0,1836 unu 18,36%

(paBumMeTpUYECKOE onpeaesieHue xenesa

paBuMeTpMYECKOE onpeaernieHne xenesa MNpPoBOAMNOCH C MOMOLLbIO
KyndepoHa, Tak Kak ocaxaeHue KyrndepoOHOM B CUITbHOKWUCHbIX Cpenax
[aeT BO3MOXHOCTb OTAENUTb XXenes3o OT MapraHua, Hukens, xpoma [1].
Mpn aTom pacTBoOpbl crnefyeT oxnaxaaTtb, YTOObl U3bexaTb pasnoXeHus

KyndepoHa.

1. PacTBopeHne HaBecku. HaBecky cTtanm nepeHOCAT B XXapOCTOWKUM
ctakaH emkocTbto 250 — 300 mn, npmubasnstot 20 mn Bogbl 1 20 Mn 2 H
pactBopa H,SO4, HakpbIBaOT CTakaH YacoOBbIM CTEKIT

2. OM 1 HarpeBaloT A0 MOSIHOrO pacTBOPeHMs HaBecku. [locne pacTeop
ynapusatoT 4O HebonbLOro obbema.

3. OnpepenexHve  xenesa. K  oxmaxgeHHoOMy  pacTtBopy — npwu

nepemMewwnBaHun Ha xonogy (neap) pobaensawT 6% — HbIM pacTBop
KyndgepoHa. Yepe3 15 MUHYT nocrne MOMHOrO OCaxAeHust OCagok
oTdunbTpoBbIBalOT. Ocagok Ha unbTpe NPOMbLIBAKOT XONOAHON BOAOW C

[06aBKON COMNSIHOM KUCNOTbI, 3aTEM HECKONbKO pa3 pacTBOPOM amMMmuaka.
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Ocapgok cywart B papcopoBoM TUrne, O30MAKOT M NPOKaNMBaloT.

B3sewwuBaoT Fey0s.

Xopa aHanu3a.

PacyeTt Maccbl HaBECKMU.

Onsa nonyyenus 0,1 r rpaBsumeTpudeckon popmbl Fe O3 (ncxopa ns 80% —

HOro coAepXKaHus Xxeresa B CrnaBe ) HyXHO

mcnnaaa = mrpaammeTpmquKoﬁ d)oprl*Fnepecqua / O)Fe = 0’1 * 0;6994 / 0,80 = 0,0874 r

Macca 6rokca ¢ Bewectsom :  9,9735

Macca nycrtoro 6tokca : 9,8643
Macca HaBecku cnnasa : 0,1092

JloBeageHune Tmrna Ao NOCTOAHHOW Macchl :
9,7019
9,7016
9,7014
9,7014
9,7014

JloBegeHune Tmrnsa ¢ BeWeCcTBOM A0 NOCTOSSHHOM MacChbl :
9,8280
9,8273
9,8271
9,8271
9,8271
Macca Fe,03 :
Mfe,0,=9,8271-9,7014 = 0,1257 r ;
Macca xenesa
M Fe=MFe, 0, * Fropocera = 0,0879 T ;

Co,qep>|<aH ne Xxenesa:

® = 0,0879 / 0,1092 = 0,8049 unu 80,49%
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