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TOYHbBI TUTPUMETPHUYECKHH METOJ ONPEAEJEHHUSA
MAJIBIX KOJIMYECTB MEJAH B PYJAX UBETHbBIX METAJIJIOB

B. B. COKOJIOBHY, 10. JI. JIEJIbUYK, B. H. BECITPO3BAHHbIX

(Tpeactapaeilo HayuunLiM CCMHHAPOM Kadeapnl aHARUTHYCCKON X1MiM)

Panee [1] namu ObL10 1OKa3aHO, UTO OnpejelieHue Mej B pyAax
UBETHLIX METaAJA0B C TdapaHTHed BTOPOro 3uHakKa IIpH CoAepXKaluuu ee
B Ipejesax JgecsthlXx Jpotefl npoueHra MoxeT ObTb 00eciedeHO T'PaBH-
METPHYUECKHM METOAOM, OCHOBAHHBIM Ha BbiJICIeHHH Meau coablo Pelinexe
B BHJAC AHAMHHOTETPApOIaHOXPOMKEATHOIO KOMIJAEKCA U3 JBYXTPaMMOBOH
HaBeCKH PYJbl H B3BEINHBAaNMKU KOMIUIEKCA IIOCAC BBICVHIMBANHS €r0 [pH
116°C.

PaasibMU JOCTOHIBCTBAMK  3TOCO METOAA HABIANTCH H30HpATERbLHBII
xapakrep pefcrsus coau PeflHeke Ha Medb, NO3BOJAAIOULH ONpeaensaTh
MEJAL B [PHCYTCTBUHH [OYTH BCEX JAPYTHX MeTaanoB, OOBIUHO BCTpEYalo-
WIMXCH B DYA&X, H CPaBHHUTEJALHO Maablfl KO3(QuUUEHT lepecuyera BeCOBOH
dopaul na Menn |2,

Fegocrarkonm MeToja, KOTOPHIT MOr Obl OTrPAHHYUTHL €ro IpHMeHe-
HHE TPl MACCOBLIX aHAIH3aX, SABAAETCS CPABHHUTENbLHAS LIHTEALHOCTH
OonpeIedenus, XapakTepHas I/s BCeX BECOBHIX METONOB dHaau3a. B cBasu
C 3THM MB IPOAOJAKHJAH CBOE HCCICAOBAHHE C I@/JbI0 3aMeHB! I'paBuMer-
pPHUYECKOTO OKOHUdHHA Ooaee yAOOHBIM H CKODBIM THTPHMETPHUYECKHM
OKOHUAHHEM.

OwivoB u Lleaxynosa [3] onpeaensan Meib B JErHDOBAaHHBIX CTAaAfX
co/bI0 Pefinexe Kak ¢ BECOBHM, TdK U ¢ OObeMHBIM OKOH4YaHMeM. O0b-
eMH0€ OKOHYaHHe CBOJHJ(CHh K OKHCJIEHHI TPEXBAJEHTHONQ XPOMa B JH-
aMHHOTETPaPOAGHOXPOMUATHOM KOMILIEKCe Meid [0 XpOMar-uoHa U Io-
CHeJAVIOUEMY €ro NepMaHraHaroMerpuyeckomy onpejiesenno. Merog
rapaHTHpOBad JUIIbL JECATHE A0JH NDOLEHTa MeJIH.

Baroanaur [4], onpeneass mMeab B CTaXaX, ocamjgat ee 2,53'/,-HAM pa-
CTBOPOM coqu PeliHeke, pacTBOPAJ XPOMHATHHIL KOMILICKC MeJH B HY/,-
HOM DacTBOpE IHEJCHH H B COJIHOKHCAOH Cpeae OTTHTPOBBIBAJA HOAATOM
Ka/tsl OXHOBAVIEHTHYIO MEAb H DOJAHH-HOH.

Hawp onweitol nokasani, 9T0 HOAATOMETPHYECKOE OKOHUYAHHE TPYAO-
eMKO H ChpeJe/eHie 3KBHBAaJEHTHOH TOYKH 4YacTO CONPOBOXKIAETCH 3Ha-
GUTEILHOH omunbKoil,

3aMeHoll HOJATOMETPHUYECKOT0 OKOHuaHHsg OpOMaTOMETPHUECKHM HaM
YyAaJ0Ch CIeaaTh 3T0% MeTon 60/4€e CKOPBIM H TOYHBIM, IapadTHPYIOMHM
ONPEIACTEHHE COTHIX J0aefl MpOoNeHTa MeaH B pyAax.
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Ham meTos oCHOB4aH Ha BOCCTAHOB/JEHWH MEJH U3 TPAMMOBOI Ha-
BECKH PYABl A0 OJHOBAJIEHTHOrO COCTOsAHHsI ¢ momombio K,SnCl,-2H,0,
OCaXIeHHH ee coablo Pefinexe, paspylIeHHH KOMILIEKCA

Cu[Cr(NH,),(CNS),] - H,0

ABYXHPOIRCHTHRIM DPECTBOPOM ruJipata OKHCH HATPUA T[PH HArpeBaHHH
H THTPOBAHHHU OJHOBRAJEHTHOH MeJd H POTaHHuI-HOHa 6pOMaTOM KaJaug
B COJITHOKUCJON cpenfe B HPHCYTCTBHHA METUJI0PAHMKAE.

JKCnepUMeHTaNbHAA YaACTb

B xonuueckyio kosnly ¢ 3akpwiBateseM K 1 2 TOHKO u3MeJbYeHHOMR
pyas pobasasauck 0,5 2 dropuctoro ammonus u 10 ma cogsiHON KRCAO-
Tel yA. B. 1,19. Tlocae nATHMUHYTHOTO KHNAYEHUSI TYAA XKe NpuOABJsLIOCH
5 M az0THOH KnCcaOTH yiA. B. 1,40 M KunsueHne mnpopoaxancce 25—30
MHHYT. 34TeM 3aKpbiBaTe/]b CHHMAJACH, B KONOY BHOCHJAGCH 10 44 cepHoit
KMCA0TH (1:1), ¥ BCE BHINAPHBAJOCL A0 MNOABJAEGHHS. IYCTHIX TN&POB Cep-
Horo anrujpuia. Ilocse oOMbIBaHHMsA CTEHOK KOJAOBI JbIMJEHKHE [POI0JAMKa-
JOChb elLle HEeCKOJIbKO MHHYT JIO NOJHOIO yAaJEeHHS OKHCJIOB a3ota. K pas-
JOXEHHOH M oxJaxaenHod npo6e npubapasgaocsk 50 M4 Bouwl, 10 wma
COJITHON KHCAOTH (1:1), M marpeBanue INPOAO/MKAJOCH A0 PAaCTBOPEHHs
cyabgpartoB. HepacTBopumblit 0CTaTOK OTOHJILTPOBLIBAJICS H IPOMBIBA.ICH
ropsueil BOAOH JO OTPrUATEJbHOH PEaKIHH Ha Keae30 C ¥eJaTOH Kpo-
BAHOH coablo. PuabTpar pasbapisacd Boaol no ob6bwema B 120--150 s,
HATPEBaJ/CA NMOYTH N0 KHOEHWS M NPH NOMEUIMBAHMM NPUOABALICH MO Kan-
asMm  25%,-ubiit pacrBop K,SnCl,-2H,O 1m0 mnoasoro obecupeunBaii
peaxnuosHONA CMeCH € NOC/eAYIOmUM H3GHTKOM B 2 Ma [5].

K ropsueMy BOCCTAHOBAEHHOMY PACTBOPY HEOOABILUMH IIOPUKAM K
 OpDH HEeNpepHBHOM B306AJTHLIBAHMHM TNpPHCABJIAJNCA CBEXKEIPUTOTOBJEHHDI
1°/o- BBl [acTEOp coan Pelinexe 10 OKpeIIHEEHMS [ECTEOPA HaAd OCAAKOM
B KpacHOBaThifi nBeT. [l KOaryJsUMH O(281Ka PeakilBOHHAS CMEChb Bhi-
AEPWKHMESNACh OKOJO 15 MEHYT HA kunsiefl FOAsHOH €zHe, OXJaxanach
1o 40—:20°, ocznok O0T(QUABTLORbLBaJCS uepe3 aCCeCTOLHA TaMIOH, NfO-
MBIE@JICS. TPH faza 5%,-BL'M [ECTEO[CM COASEOIl KMCJOTH, NATL pas Tem-
JOH BOLOH M NEPEHCCHACH EMECTE € TaMIOHOM B Koaly, Iae IpOEOM-
J10Ch ocaxnenne. Bopowka oOMmbIBasack Haf KOJACOH ropsiuum 2°/,-HbIM
PACTEOPOM THJpaTa OKUCH HaTpHs, KOTOPHH 106aBasacd K CCaaky B 06b-
eme 20 a.a. 3aTeM OCTOPOXHO, NPH MEPHOAMUECKOM B30GAATHIBAHHH, [e-
dKLHOHHAS CMEChb HarpepaJach Ha KHMsihield Boasnoi 6ane okoao 10 Mu-
HYT Z0 PaCTBOPEHUst 0CaaKa M MOJHOTO HCYC3HOBEHHS PO3CBOrO OKpaliiil-
BaHua pacrtsopa. CTeHKH KOO NMPOTHPAAUCH H OOMBLIBAJUCH HEBOALIIHMH
NOPUMAM YU ropsg4yed BOAbI. '

Hamu na6aioaennsi NOKasaad, 4YTO OT TIIATEJALHOCTH BBINOAHCHHS
npoiecca oGpaloTKH OcCajKa IIEJ0YbI0O B 3HAYHTEJALHOH Mepe 3aBUCHT
TOUHOCTb BCero ompepenenus. Henrpss npekpamarts HarpesaHue a0 HCUes-
HOBeHHA PO30BOTO okKpawkbanua pacteopa. He ciaexyer rakxke npoao.-
HaTh HAarpeBaHue NOCJ€ HCUE3HOBEHHSI PO3OBOTO OkpaluuBaHusi. B nepeom
Clyyae MNOJNYuYaJHChb 3aBBIILEHHBIE pesy/abTaThl, BO BTOPOM — pPacTBOD
CTAHOBHJICSI PO30BATHIM M pe3yJbTaThl ONPEJENEHHS MOJAYUYAJSHCh 3aHH-
MEHHBIMH,

flosyyennptii GecuBeTHwlll MJAM YYTL CEPOBATHII pacTBOp OLICTPO
OXJIaX 1anCHd NOJ KPaHOM, MNOAKHCASICH 15 MA COJNSHON KHCAOTHL YA. B.
1,19, cuoBa oxsaxjajcs W nocje npubasieHus 2—3 Kaleab MEeTHJAOPaH-
’KEBOI'0 MeNJeHHO (CO CKOPOCThIO 1-—2 xamau B CeKyHAY) NPH SHeprut-
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HOM  BCTPsAXHBanuu rturposadcs O,1-4. pacrBopoM Opomara Kaaus Jo
UCYC3HOBEHUS PO30BOIO OKXPAIIHBAHKS METHJI0PAHNKEBOTO.

Ecan oxpacka unguxaropa B IpoLECcCe THTPOBAHHA 0C1a0JASLIACH, TO
B DEAKUHOHHYIO CMech BBOAHJOCH emle |—2 kamanm meriiopamxka. Koneny
THTPOBAHUS KOHTPOJAHPOBAICT HpHOaBICHNEM OJHON RONOJAHUTEIHHON
KallJiIl HHAHKATOPA, KOTODPHII 0JeCcuBeynuBaaCsa NpH B30AJTHIBAHHH.

XHMH3M IPOLECCOB PasJOKeHHA AHAMHHOTETPAPOAAHOXPCMHATA MEIH
IEA0UYDI0 M OKHCIEHHA MMDOAYKTOB Pa3/I0ikends OpoOMATOM Kajausdg B COJf-
HOKHCJIOM cpeae MOXeT ObITh BLIPaXKeH CACAYIOIUHMH YypaBHEHHIMH:

Cu[Cr(NH;):(CNS),] + 4 NaOH = CuCNS - 2NH, - NaCrQ, 4
- 3NaCNS —=-2H.,0
6 CuCNS -~ 18 NaCNS -+ 25 KBrO, + 18 HCI + 21 HyO =

= 6 CuSQOy4 + 18 H,SO; -+ 24 HCN + 18 NaCl +- 25 KBr.
S

aNaITY

B coorserctBHu co crpykTypoit Mmosexya  HCNS (C_—’N

H
i HCN(CiN MOTYT OBITL COCTaBJACHB CJACAVIOUIHE 3JIEKTPOHHBIC
—

YDaBHEHUST Mpolecca: _
Cult — e ==Cu?" l
482 —32¢ = 4 86+ l 25 ¢

4C 4 8e=4C>
Brit 4+ 6¢ = Br!

M3 sTHX ypaBHEHMiI BBEITEKAET, 4TO OJHA MOJEKY./ad JHAMHHOTETpa-
POAAHOXPOMHATA MEJH TepdAeT 25 IeKTPOHOB M BOCCTAHOBHTEJ/bHBIH 3KBH-
BaJEHT MeJH B 3TOH peakUWH paBeH Jaumib 1/25 ero aroMHOro Beca. IJTo
06CTOSATEABCTBO TJIABHBIM 00pa3oM ¥ 00YC/I0BAMBAET BBICOKYIO TOYHOCTH
MeTQ/la H ero NPHIOAHOCTB JJAs1 OIPeAeJIeHUS MATbiX KOJTHYECTB MEJH.

Tadauna |

Onpenesienve MeIW B PACTBOPAX YHCTHIX COJell Meldw

Basto Cu, a2 Pa&’éorﬂogljjjl Hatineno Cu, a2 ?5;%?{?“/‘33
2,28 8,70 2,21 0,07
3,42 13,83 3,51 40,00
4,56 17,90 4,55 0,01
5,30 20,70 5,26 —0,04
5,33 20,90 5,31 | 0,02
5,67 22,30 5,67 | 0,00
5,67 i 99,40 ] 5,69 i 10,02
6,84 ; 26,90 i 6,84 1 0.00
7,93 ; 31,26 | 7,95 | —0,03
9,12 35,00 $,90 | 0,22



TaGanma 2

Onpepenenue MeAd B MeJHO-HMKEJNEBBHIX CyAb(PUAHBIX pyAax

Cogepxanne smeny, %
| i OTK OB >
Ne o6pasua Hapecka oupereseHo | onpeneneno OI;KSSSEI:%IL
PY.AbI pynet, BECOB. METOI. ONERIaraesl. cpenuee 3HAUEHHS, %
€OJIbIO Peﬁﬂezcei06'LeMumM METO e
.' i
6529 0,9997 0,544 -+0,001
, 1,9990 | 0,545 -+0,602
” 0,9994 j 0,539 ) | 0,004
. 1,0024 0,544 | 0546 {001 40,003
, 1,0020 : 0.542 —0,001
] 0,9995 0,541 } L 0,002
6932 | 0,9977 L0458 —0,005
. . 0,9996 i 0,460 : . —0,003
! = i | . N
. b 0.9998 0,165 ; 0,465 L 10,463 =+0,0062
. | 0,99% | 0,463 ! © 0,000
. L 0,999 ! 0,468 | --0,005
. 0,9996 , 0,466 ) 40,003
i

i
Tabauma 3

IIpoeepKka TOYHOCTH MeTOAAa MEeTOAOM A00ABOK

e Ofice HOIRICCTBO \
.on ; 1 i
Hapecka pyaw C(uogegf&;;é;ce Hdobasaeno ’ Cu, M2 i A6coawTias
Ne 6929, 2 W(Z ’ Cu, a2 | . - we-|  oOIIHOKA, M2
y | BT ’ Haitaeiro
| | i i T
0o ‘ 5 o 5 97 ! N
0.6002 | 397 I o3 | aar 0,00
¢ o oo : : ooy i A i
00,5902 3,26 ‘ - SIS R R —0,13
0,595 3,26 T U0 TG U <A R 0 N 0,00
0,5975 : 3,25 Coo202 58T s i —0,05
0.5973 3,25 S T 7,49 0,60
| |
0,5985 . 3,26 Cok2e TS0 T2 0,18
H i 1 I
0,5950 3,24 5,29 ‘ 8,73 | N, 38 ! —0,15

!

H
i 1 |

Couin PefiHexe u XJOPOCTAaHHUT KaJius HaMH CHHTC3UPOBAHBL 110 METO-
Auke, onucaHHoH Patibeprom [2].

B rtuba. 1 npuBogntcs pe3yabTaThl  HEKOTOPHX HALIKX  Olipeje-
J€HHI MeJIHW TI0 BHIIIECONUCAHHOH METOANKE B pacTBOPAX HUCTBIX co.efl
Melid, B Talda. 2—B ABYX 00Pa3lax MeAHO-HHKEJEBBX CYAbMUANBY pYA,
B TabA. 3--pe3yabTaThl NPOBEPKM TOYHOCTH MeTOZa METOIOM [L0GABOK.
B nmocaennem cayuae k TOUHBIM HABeCKAM PyAbl ObliK J00&BAEHB CCOTBET-
CTBYIOI{ME KOJMYECTBA MEJH B BHJAE THTPOBAHNOIO DACTBOPA COJM METH,
NONIYUEHHOH H3 3JEKTPOJNHTHY €CKOH MejH,

BriBOoaDI

IlpeasioxeH TOYHBIE THTPHMETPHUECKHH METOA ONpPENENEHHS] MaJibiX
KOJIHUECTB MelH B pylax. MeToJx OCHOBaH Ha BOCCTAHOBJIEHHH MEHH 10 OX-
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HOBAaJICHTHOIO COCTOSIHHMH XJ/JOPOCTAHHMTOM KaJiusi, OCAAKACHHH €e COJIbIO
PeiiHeKe, paspylleHHy KOMILIEKca IIEJOYbl0 H THTPOBAHHH ONHOBAJEeHTHOM
MeIH U pOLaHHA-HOHA GPOMATOM KaNHA B COJNIAHOKHC/AOH cpele B NPHCYT-
CTBHK METHJ/IOPpatKa.

MakcumaJjpHoe OTKJOHEHHEe OT cpellero 3HadeHus B 22-x onpepede-
HUSIX MEIH B MEIHO-HHKEJEeBBIX CYJb(UAHBIX PYAAX 3THM METOAOM COCTaB-
asier +0,0059%. 3arpata BpeMeHH Ha uUeThbipe NapasiJe/NbHLIX ONpEeAeaeHLH
nocJie pasJjokKeHUs PyAbl — OKOJIO ABYX HacOB.
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