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TOYHbBIK TUTPUMETPHYECKHHW METOJ ONPENEJEHUS
MAJIBIX KOJIUYECTB MEAHY B PYIJAX IBETHBIX METAJIJIOB

B. . COKOJIOBHMY, 10. J1. JIEJIbUYK, B. H. BECITPO3BAHHbIX

(I[TpeacTaBJIcHO HayUHBIM CEMHHApOM Kadeapbl aHAAMTHUECKOH XUMHH)

Panee [1] uamMu Obl0 10OKa3aHO, 4TO ONpene/ieHne MejxH B pylax
UBETHLIX METana10B C TrapaHTHed BTOPOTO 3HAKA IPH COJAEpKAHUH ee
B IIpejenax JAecaTelX JoJeil mnpoueHta MoxeT OblTb 00eciaedeHO TpaBu-
METPHUECKHM METOAOM, OCHOBAaHHBIM HA BbIJI€JI€HHH MeIH CoJblo Peiineke
B BHJ€ JHAMMHOTETPAPOJAHOXPOMHATHOIO KOMIJIEKCA H3 JBYXT'PaMMOBOM
HAaBeCKH DPYABl H B3BEIUHBAHMHM KOMILIEKCA IIOC/A€ BBICYHINBAHHUS €r0 INpPH
110°C.

I'laBubIMU  IOCTOMHCTBAMM 3TOr0 MeETOJA fABJAAIOTCA u30upaTeabHBIN
xapaxkrep aefcrsus coan PeiiHeke Ha Melb, MO3BOJAIOMMUI OIpenendarb
MeIL B HPHCYTCTBUHM IIOYTH BCEX APYLHX METalJa0B, OOBIYHO BCTpedalo-
IHUXCS B Py/Jax, U CPABHUTENBHO MaJjblfl KO3(UIHEHT Iepecuera BeCOBOMH
¢dopymel Ha Menb [2].

Henocrarkom Merojaa, KOTOPHII MOr Obl OTPAHHYUTHL €ro lpHUMeHe-
HHEe [IpH MAaCCOBBIX aHa/au3ax, fABJAMAETCA CpaBHHUTE/JNbHA# IJAHTE/JIbHOCTb
onpejesenus, XapaktepHas J/s BCeX BeCOBBIX METOAOB aHasnusa. B cBdA3u
C 3THM MBI IPOJOJIKMJH CBOE HCC/IENOBAHHE C II€JbI0 3aMEHB!I I'DABHMET-
pHUYECKOIrO0 OKOHYaHuA Oosee YIOOHBIM M CKOPBIM THTPHMETPUYECKHM
OKOHYAHHEeM.

JeivoB u Lileaxyunosa [3] ompeaesnsiii Melb B JIeTHPOBAHHBIX CTaqsX
co/bl0 Pefinexe Kak C BeCOBHIM, TaK U C OObeMHLIM OKOHuaHueMm. O0b-
eMHOe OKOHYaHHe CBOJHJCCH K OKHC/JIEHHMIO TPeXBaJ€HTHOTO XpoMa B JH-
aMHHOTETPAapOJIaHOXPOMHATHOM KOMILJIEKCe MeAH [0 XpOoMar-uoHa H Io-
cAeAyIouieMy ero IlepMaHraHaTOMeTPHYeCKOMYy  omnpejesneHHo. Meton
FrapaHTHPOBAJ JIMb JECATHE JOJIH NMDOILEHTA MEeIH.

Barbanasr 4], onpenenss meab B CTraasx, ocaxjan ee 2,5°/,-biM pa-
CTBOPOM coJin PefiHeke, pacTBOPSJ XPOMHATHBII KOMIVIEKC Meau B HY/,-
HOM paCcTBOpE INeJCYH H B COJAHOKHCJAOH Cpene OTTHTPOBBIBAJ HOLATOM
Ka/us OJHOBA4JIEHTHYIO ME€Ab H POAAHHJ-HOH.

Hamwn onwiThl mokasa/in, 4TO HOJATOMETPHUECKOE OKOHUYAHHE TPYJO-
eMKO M ONpeJesieHHe 3KBHUBAJEHTHOH TOUKH YacTO CONPOBOXKAAETCS 3Ha-
YHTEeJNbHOH OmubOKOii.

3aMeHOll HoJaTOMETPHYeCKOT0 OKOHUYaHUs OpOMAaTOMETPHUECKHM HaM
YAAJa0Ch ClesaTh 3TOJ MeToJ 00/ee CKOPBIM H TOUHBIM, rapaHTHPYIONIHUM
ONpeJie/eHHe COTHIX JoJIel IIpoLleHTa MeAH B pynax.
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Ham meros OCHOBaH Ha BOCCTAHOBJEHHM MeJH M3 TIpPaMMOBOH Ha- -
BECKH PYAbl MO OJHOBAJEHTHOro cocrostHusi ¢ momompbio K,SnCl,-2H,0,
OCaXJIEHHH ee CoJbio PefiHeke, paspylI€HHH KOMILJIEKCA

Cu[Cr(NH,)5(CNS),] -H,O

JBYXIIDOLEHTHBIM pPAaCTBOPOM THJpaTa OKHCH HATpPHsA TPH HarpeBaHWH
1 THUTPOBAHMHM OJHOBAJEHTHOH MeJM U pOJAHHI-HOHA OPOMATOM KaJjausg
B COJISHOKHCJION Ccpejie B IPHCYTCTBHH METHJIOPANIKA.

3Kcnepumem‘a.nbnaﬂ 4yacTthb

B konnueckylo koa0y ¢ 3akpbiBaTesieM K | 2 TOHKO u3MesbuyeHHOM
pyasl pob6asagauchk 0,5 2 ¢ropucroro ammonuda U 10 sz congHON KHCAO-
Tl yA. B. 1,19, [loc/e NITUMHHYTHOrO KHUISUEHHUS Tyna ke NpubaBada0Ch
5 ma asortHO#i kHCJAOTH YA. B. 1,40 u KumsueHHne NpomoJKaloch 25—30
MHHYT. 3aTeM 3aKpbiBaTe/]b CHHUMAJACHA, B KOAOy BHOCHJOCH 10 4.4 cepHO#t
KuCJAOTH (1:1), M BCe BHIIAPHUBAJOCH A0 IMOABJAEHHS. 'YCTHIX IapoOB cep-
Horo aurugpuna. Ilocne oOMBIBaHMA CTEHOK KOJOBL ABIMJEHHE HPOJAOJKA-
JOCb elle HEeCKOJbKO MHHYT [0 IOJNHOTO yJaJeHus OKHCJOB azora. K pas-
JOXKEHHOH H oXxJaxJaeHHo# mnpo6e npubabasaocs 50 ma Boabl, 10 ma
coasiHo#t kucaotel (1:1), ¥ HarpeBaHue MPOAOJKAJOCH [0 PACTBOpPEHHS
cyabgatoB. HepacTBopuMblil 0CTaTOK OT(PUABLTPOBBIBAJACS U NPOMBIBA.ICS
ropaueid BOJOH JO OTPHLATEJbHOH pEAaKIHH Ha XKeJae30 C KeJATOH KPOo-
BSHOH coablo. Puabtpar pasbaBasica Boaol no obvema B 120--150 s,
HArpeBaJiCAd MOYTH OO KHIEHHA W NpPH NOMEUIMBAHHU NpubaBasacd MO Kam-
aaMm  25°/y-ubtit  pactBop K,SnCl,-2H,0 no mnoanoro o6eciBeunBaHus
PEaKIMOHHOI CMecH C NOcJeayIomuM H3OHTKOM B 2 xa |[5].

K ropsueMy BOCCTaHOB/JIEHHOMY pacTBOpPy HEGOJBIIHMH IOPLHSIMH
IPH HENPepHBHOM B30aATHIBAHUM NPHCGARJIAJCS CBEKENPUTOTOBJEHHBI
19/o-npifl facTEOp coam PefiHeke 10 OKpeIIMEaHMSI PacTEOpPA Hajl OCAAKOM
B KpacHOBaThi# uBeT. [l Koary/asuuM O(a1Ka PeakLHOHHAs CMeCb Bbi-
J€PXKHE2NACh OKOJO 15 MEHYT Ha Kunsumel EOAsHON OaHe, OXJaxlanach
no 40—30°, ocenox 01QUIBTFORBIBAJCA uepe3 acCeCTOEBIfi TaMIOH, NFO-
MBIBAJCS TPH paca 5%/;-EBM [ACTEO[CM COJISEO{l KHCJOTHI, NATH pas Teln-
JOH BOLOFI M NEPEHOCHICSH EMECTE C TaMIOHOM B Koaly, rje NpOEOJH-
J0Ch ocaxaenue. Boponka oOMBIBanach Hajl KOJCOH ropsauuM 2°/,-HbIM
PacTEOPOM TIMJApaTa OKHCH HaTpHf, KOTOPHIH J00aBasa/aCS K 0CaAKYy B 00b-
eme 20 M. 3aTeM OCTOPOXKHO, NPH NMEPHOAMUECKOM B30ajThIBaHUH, [e-
AKIIHOHHAsl CMeCh HarpepaJjach Ha Kunsiefl BousiHoi Gane oko/ao 10 mu-
HYT 10 PaCTBOPE€HHUsI 0CajAKa M INOJHOTO HCYE3HOBEHHS PO30BOTO OKpalliil-
BaHuga pacTBopa. CTeHKU KOJOLI MPOTHPAJUCh H OOMBIBAJHCH HEGOJAbIIHMH
NOPUUAM U TOpsAueil BOJHI. :

Hamu naGatonenusi nokasanau, 4TO OT TILATEJAbHOCTH BHINOJHEHHS
npouecca 06paboTKH 0Cajka ILIEJ0YbI0 B 3HAUMTE/ILHOM Mepe 3aBHCHT
TOUHOCTb BCero omnpeneaenusi. Henbp3dst mpekpamarb HarpeBaHue a0 HCues-
HOBEHHSI PO30OBOTO OKpalukBaHus pactBopa. He caenyer taxxe mpopo.i-
XaTh HArpeBaHHe IIOC/J€ MCUE3HOBEHHS PO30BOr0 OKpaluBaHusi. B nmepeom
cJAy4ae IO0JyuaJHCh 3aBbILIIEHHBIE PEe3YyJbTaTeH, BO BTOPOM — PacTBOP
CTAHOBMJIC PO30BaThIM M PE3YyJbTaThl ONpPEJeNEeHHA IMOJYUAJIUCh 3aHH-
MEHHBIMH.

[lonyuennnii OGecuBeTHwlil MJAM 4YYThL CEPOBAaTHIl pacTBOpP OBLICTPO
OXJIAX J1aJCs NOA KPAHOM, MNOJAKHCAAIACS 15 MA COJNSTHONH KHCAOTH YA. B.
1,19, cuoBa oxJsaxjaJncsi ¥ nocjae npubapreHus 2—3 xaneJab MeTHJOPaH-
HEBOTO MENJIEHHO (CO CKOPOCTbIO 1—2 Kamau B CeKYHIY) IPH 3HEepPruu-
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HOM BCTpsixuBaHuM Turposaacss 0,1-H. pacTBopom Opomara Kaaus A0
HMCUE3HOBEHHS PO30BOT0 OKPAIIMBAHKA METHJOPAHMKEBOTO.

Ecan okpacka wupjaukaTopa B NMpolLlecCce TUTPOBAHMUS 0CAa0Js/IaCh, TO
B DEAKUHOHHYIO CMeCh BBOAMJIOCH eme 1—2 kanimu merusnopanxa. Konern
THTPOBAHHUA KOHTPOJAHDPOBAJACA npubaBieHHEeM OJHOH JONOJHUTE/JILHON
KallIn HMHAMKATOPA, KOTOPHIH OJecuBednBaCs NMPH B30AATHIBAHHH.

XHMH3M NPOLECCOB Pa3/IOKEHHA AHAMHHOTETPAPOAAHOXPOMHATA MEIH
IIEJ0UYDI0 U OKUCJACHUS NPOJAYKTOB PA3/I0XKEHHT OpPOMATOM KaJjHSl B COJs-
HOKHCJIOH cpejae MOXKeT ObIThb BBIPaXE€H CJAeAYIOIIUMH YpPaBHEHHAMHU:

Cu[Cr(NH,)s(CNS),] 4+ 4 NaOH = CuCNS - 2 NH, -+ NaCrO, -+
-+ 3NaCNS 42 H,0
6 CuCNS - 18 NaCNS + 25 KBrO, + 18 HCI -+ 21 H,0 =
— 6 CuSO, + 18 H,SO, + 24 HCN -+ 18 NaCl + 25 KBr.

B cootBercTBHH €O cTpyKTypoil Moaexkya  HCNS (C; 1\: H}

H
" HCN(C‘LN MOTYT OBbITh COCTABJCHB CJEAYVIOIIHE 3JIEKTPOHHbBIE
—

ypaBHEHHs mpollecca: B
Cult —e=Cu?* l

492~ —32¢€ = 4 S5+
4CH 4-8e =4C2+

25¢

Bri+ + 6e = Br'

M3 3THX ypaBHeHHuil BHIT@KAeT, YTO OJHA MOJEKyJaa JHAMHHOTETpa-
poraHoXpoMuara Mead Tepser 25 IMeKTPOHOB M BOCCTAHOBUTEJ/bHBLIA 3KBH-
BaJIEHT MeJH B 3TOHl peakuUMu paBeH Juumib 1/25 ero aToMHOro Beca. ITO
06CTOSATENBCTBO TIJIaBHBIM 00pa3oM # OOYC/JOBJAHBAET BBICOKYI0 TOYHOCTH
MeToJa W €ero MNPUIOAHOCTb JJI ONpPeNeeHHs MaTbiX KOJUUECTB MeJH.

Tadbauma 1
OnpepnesieHde MeAW B PACTBOPAX YHCTBIX cojeii Meau
Basato Cu, M2 Pa}(éXBOrﬂOg’letljl‘ Haiineno Cu, w2 OAH?E%J:(?’T‘;??
2,28 8,70 2,21 0,07
3,42 13,83 3,51 10,09
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 29,30 5,67 ; 0,00
5,67 92,40 5,69 +0,02
6,84 926,90 ’ 6,84 i 0,00
7,93 31,26 7,95 i —0,03
9,12 | 35,00 3,90 j 0,29



Tabauma 2

Onpepenenne MeJjd B MeJHO-HMKEJNEeBbIX CYJb(GMJHBIX PyAax

Copmepxanue menu, %
Ne obpasua Hagecka OIpEeIeIeHO onpeneneno %ﬁ“ﬂggﬁgfm
PY b Pyabl, 2 BECOB. METO]. [pexiaraes. cpejtee 3HAYEHUs, %
COJIbIO Pef/’IHCI(e O6’LeMHbIM METOJ0OM ’
|
i
6929 0,9997 l 0,544 +0,001
., 1,9990 i 0,545 10,002
, 0,9994 1 0,539 —0,004
. 1,0024 0,544 0,546 | 9:943 40,003
" 1,0020 0,542 —0,001
. 0,9996 ! 0,541 | —0,002
|
6932 0,9977 3 0,458 ; —0,005
, 0,9996 g 0,460 ‘ —0,003
. 0,9998 0,465 0,465 0,463 +0,002
. 0,9996 g 0,463 | 0,000
. 0,9996 0,468 ; | 0,005
. 0,9996 | 0,466 I i +0,003

Tabaumga 3

[IpoBepka TOYHOCTH MeTOJa METOLOM AOGABOK

Hagecxa pPyasl C(;‘loﬁegﬁa:g:(% JlobaBiaeno Oéxuee{\:;‘,mi:::ecmo l AbconoTHasi
Ne 6929, 2 e ? Cu, a2 - : ‘ omuobKa, A2
B3ATO HaujacHo
0,6002 3,97 . 3,97 397 | 6,00
0,5902 3,26 B 3,26 3,13 |  —o0,13
0,5595 i 3,26 1,00 | 4,32 4,32 | 0,00
0,5975 } 3,25 Co2,12 5,37 5,22 | —0,05
0.5973 3,25 | 4,24 | 7,49 7,49 I 0,00
0,5985 3,96 | 424 | 750 732 | —0,18
0,5950 3,24 1 5,29 1 8,53 8,38 . —0,15
|

Couib PeliHeke ¥ XJIODOCTAHHHUT KaJsiMsg HaM{ CHHTE3HMPOBAHbl MO METO-
nuke, onucaHHoid ®aiibeprom [2].

B rtaba. 1 npuBogaTcsd pe3yabTaThl HEKOTOPBIX HAIIUX Onpeje-
JIEHHHl M€JH IO BBIIIEOIIMCAHHOH METOJMKE B pPACTBOPAX YHUCTBIX COJell
Mmenu, B Taba. 2—B ABYX 00pasnax MeIHO-HUKE/JEBHX CYJAbQUIHBIX pPYI,
B Ta0/. 3—pe3yabTaThl [POBEPKH TOYHOCTH MeTOJa MeTOA0M A00aBOK.
B nocaenseM caydae K TOUHBIM HaBeCKaM Pyabl Oblid H100aBJA€HBI COOTBET-
CTBYIOIlME KOJIMYECTBA MEJH B BHJAE THTPOBAHHOIO pPacTBOpa COJNU MEIH,
NOJIYUEHHOH H3 3JEKTPOJHUTHYECKOH Menu.

BriBOIBI

IIpensokeH TOYHBIH THTPUMETPHUECKHH METOL OIpede/ieHHs] MaJibix
KOJIMYeCTB MeIH B pylaXx. MeTon OCHOBAH HAa BOCCTAHOBJIEHHH MEIH OO OX-
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' HOBAJIEHTHOTO COCTOSIHHSI XJIOPOCTAHHUTOM KaJiusi, OCAarK[AeHHH ee COJIbIo
Peiinexe, paspylieHnd KomIljieKca IIeJ0Ybl0 U THTPOBAHHUH OIHOBAJIEHTHOH
Meld U pONaHUA-HOHA GPOMATOM KaJusl B COJITHOKHCJOIH cpele B IMPUCYT-
CTBUHM METHJOpaHIKa.

MakcumaJjbHoe OTKJIOHEHHEe OT Cpejllero 3HaueHHst B 22-X onpepeJse-
HHUAX MeIH B MeJHO-HHKEJNEeBBIX CYJb(UAHBIX PyAax 3THM METOACM COCTaB-
asiet +0,0059%. 3arpara BpeMeHH Ha ueThpe MapaJsiyie/bHbIX ONpeLeeHrs
nocJjie pasJ/ozxkKeHusi pyabl — OKOJIO JBYX 4acoB.
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