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IloTeHunoMeTpuyuecKoe TUTPOBAHHE CyJbduIa Ha-
TPpUsi U KCaHTaTa B pa30aBjieHHbIX pacTBOpax
Npd COBMECTHOM HX NPHUCYTCTBUH'

Acriupanr I, A. Ocor00K08

Potentiometric titration of Sodium Sulphide and of Xantate in diluted

solutions when both are present. (Potentiometrische Titrierung des

Natrium-sulphides und der Xantats in verdiinnten LoOsungen wenn
- beide zusammen auftreten)

Asp. G. A. Osolodkov

ITorpebuocTh B MeTofle ompefeseHnst Na,S ¥ KCAaHTAaTa NpH COBMECTHOM HX IIpU-
CYTCTBUH BO3HUKACT IJIaBHBIM 00pa3om B CBsi3d C 00OraileHHEM OKHCJIEHHBIX DYA.
Med, CBHHIA, IMHKA. |

Ipy pnorauyu Takux pyn B HyJIbIy IpeJBAPUTESIbHO BBOISITCS BELIleCTBa, CYJIb(u-
. AM3NpYIOIlYe pyAHble MUHEepPAJIbl — 0OBIYHO PACTBOPUMBIE B BOJE UIEJI0UHBIE U IEJI0YHO-
semeJibHBIE cyabQuasl. B pesysbTate 9Toll onepauuy py/jiHble MHHepanbl (KapOoHATHI
Mell HJIM CBHHIA) MOKPHIBAIOTCS C MOBEPXHOCTU CyJb(uiHol 1uieHkoit (CuS, PbS).
drotanus cysbQMAN3KPOBAHHBIX KapbOHATOB OCYILECTBJISIETCS OOBIYHO € MOMOILBIO
KCAHTAaTOB-PEAareHToB, IPUHATHIX B NPAKTHKE (UIOTAIMH CYJIb(GUIHBIX DPYAX.

Pacxonpl cynpduauzatopoB (Na,S) xosebmorcsi or 1 10 5 K2 HAa TOHHY DPYUBI.
Kcantatel (u30-amun wm 6ytun) 0,2—0,5 k2/m. Taxum o0pa3om, HadajIbHblEe KOHIEH-
Tpal¥y CyJibQuia HATPUsi ¥ KCAHTaTa IPHU OTHOLIEHMU TBEPHAOTO K »uaxomy 1 : 3
(00BIYHO MpUHSATOE B MpaKTHKe QuioTauuy pyn) 6ynyT: cynbdun sarpus 300—700 M2/,
Kcanrar 70—170 me/a.

Kaxk ycranosneHo Hamumu paboramu (7, 9), KadecTBo Cynb(UAN3ALUH, A CIIENO0-
BaTenbHO U 3ddeKT mocnenywouieil onepauuy oforauieHUs1 (JIOTAUU — MOTYT ObITH
OlleHeHbl 10 O0CTATOYHOH KOHILIEHTpAITMKM KCAHTATa B pacTBope. Yem Bbiliie oCTATOYHAst
KOHLEHTPAlUsl KCAHTATA TIPU BO3MOMCHO MaJIOM MCXOJHOY, TeM Bbllie, IPU INPOUYMX
PaBHBIX YCJIOBHMSX, ClefyeT OXHAAThb pe3yJIbTaToB (IOTALUH.

Tako#l KOHTPOJb OAHON M3 TJIABHBIX OTEpaNUil TEXHONOHYECKOI0 mpolecca 000-
ramleHust OKUCSIEHHBIX PYA SIBJISIETCS] BA)KHBIM YCJIOBHEM MPABUIILHOIO BefeHMs Quio-
TaluH, 4To npuodpertaer ocodoe 3HaYeHHE B CBSI3M ¢ MACIUTa0aMK HAIUX 000raTHTIENb-
HeIX (abpux. :

1. TpeOoBaHUA K METONy aHANHK3a
[pu paspaborke Mmeroja ompejesnieHusi Na,S ¥ KCaHTara OCHOBHbIM TpeGOBaHIEM

raBijach HNPUTrofHOCTH METOJA AJIA 6bICTp0FO olpejieIeHUsT MaJIbiX KOJU4eCTB KCaH-
TAaToB U Cynb(pI/UIOB B TIPUCYTCTBUU 3JIEKTPOJUTOB BO3MOXKHBIX B HYJIbIIE Q)JIOTaHI/IOH-

&

) ! PaGora soinosiHena B nabopaTopun Pr3MKO-XUMUYECKUX OCHOB oforaiuens 1oji pyKOBOACT-
Bom npod. K. @. Benornasosa. Ha BceconosHom copeBHOBaHMM MOJIOABIX HAYYHBIX Pa0OTHHKOB
B osHamedoBanne XX roposumunt OKTAGpbeKolt ConpanncTnueckoii Pesostonuu paboTa yAOCTOEHA
{IpEMUH. . :
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HbIX MAIUVH: KapOOHATOR U 11es109H (PACTBOPMMEIC TIPOAYKTH B3AMMOIEHCTBHS OKHUCHIEH-
HBIX MIHEPAJIOB U CYNbOUAM3ATOPOB), CYJIbOUTOB U THOCYABPATOB (HPOJYKTHl OKHUCIIE~
HUS CyJb(UAM3aTOPOB), PACTBOPHMMBIX COJIEH MarHMs M JAPYTMX CoJjied, BBOAHMBIX
B NyJibily € BOJOH. .

2, 0030p MeTo/OB aHanH3a

INpeanoxeHuble B HeYaTH METOABI ONPERETICHUST CYAbQUAOB U KCAHTATOB IIPH CO-
BMECTHOM HX HPHCYTCTBHH OTIHYAIOTCS] 3HAUMTEIIbHOM CJIOKHOCTHI0 U TPeOyIOT AIUTe b~
HBIX MaHMIYJIALMIA.

Koxe 1 Yopk (2), Hanpumep, oNpejle/isyii CyMMY ‘KCaHTaTa 4 cyib(uia Hoaomes-
TPUYECKHUM TUTPOBaHUEM. B OTAesbHOM nopuuu pacTBopa mocJie po6asku NaOH cysib-
dux u30MpaTeIbHO OCAKAAJICST PACTBOPOM alleTaTa CBHHUA (KCAHTOTEHAT CBMHLA B
pacrBopax CuJbHOM wieaoyd He obpasyercs). B duibrpare nogomerpudecku onpeje-
JISICST KCAHTaT. JTOT METOJ He JaeT XOPOWMX pe3yJIbTATOB B TIPUCYTCTBUM CYJIb(o-
oxucelt (Hen3be)KHpIX mpyu paboTe co C1a0bIMKM pacTBOPaMM Cyib(uaa), MoBejeHHE
KOTOPBHIX CXOAHO C NOBEJEHMEM KCaHTaTa. B 9TOM cllyuae aBTOPHI PEKOMEHAYIOT AJisi
ompeJleJICHUsT KCAHTATa 110Jib30Bathest MeTogoM Talinepaun Kunonnga (3), saxkmo-
YAOMUMCS] B M3BJICYEHHH KCAHTAaTa M3 pacTBoOpa ¢ NOMOWbI0 Todyona. OcraBmiuecs
B pacTBope CyabQOOKHCILI ONpefeisiorcss nofoMerpudeckd. Kcanrar Haxopurcs 1o
pa3HocTH TUTPOBaHUM cyib(ooKucell u TepBOHAYANLHOIO PacTBOpA.

Taxoil )xe CJIOKHOCTBIO OTJIMUYAIOTCA U APYTHe MeTolsl aHam3a Na,S M KcaHTara,
OCHOBaHHBIE MJM Ha M30MpaTeJILHOM PACTBOPEHUM OCAIKOB KCAHTOTEHATA M CyJb(u-
0B METAJUIOB OPraHMYeCKUMHU WM HEOPraHWYeCKUMM PACTBOPUTENSIMHM, WM )Ke Ha
u30MpaTeNbHOM OCAKAEHUM Cyabhuaa (cM., Hampumep, paboret nabopatopuu ¢usn-
yecKo¥ XMMHMH HHCTATYyTa MexaHolp).

HaubGosee npocTeiM peileHreM IIOCTaBIAGHHOH 3afauu HaM MpejCTaBisoCh
WCTIONIE30BaHME TIOTEHITHOMETPHYECKHX METOROB aHaau3a. [I1s HoTeHLIHOMeTPHIECKOro
onpefestendsi Na,S MNpefsioyKeHO HEeCKOJIbKO METO/0B.

FunptHep ¥ I'pyHaMaHH (4) mpeiarailoT onpenesiatb CyAbOUy MOTEHLHOMETPH~
YeCKUM THUTpOBaHHeM H30bITKA cynbdara cepebpa pacTeopom Na,S. MHAuKaTopHHM
SJIEKTPONOM CIIY>KUT Ag — Ag,S arnexrpoj. [Ipumenenue 3Toro MeToja B IPHCYTCTBUH
pacTBOPUMBIX KapOoHATOB M Liejiodell naer 3aBefoMo omUOOYHBIE Pe3YJIbTAThI.

Buiiapa v ®enpuK (5 1 6) peKOMEHIYIOT, TI0JIB3YsCh GMMeTaIIYecKoi aaextpoi-
HOM CHCTEMOM, TIOTEHIHOMETPUUYECKH TUTPOBATh CYNb(HI pacTBOPOM HUTpaTa Ce-
pebpa. Xopomme pe3ynbTaTel ObUIM MOJyYeHB! JJIsi PacTBOPOB € KOHLEHTpaLueit
soie 0,02 N. IMpu turposanun 0,0001 N pactBopa cynbduaa omubra paBHsIach 8—
109%,. IpucyrcrBre CyJbOUTOR M THOCYIL(ATOB He Mellaer ONpeiesieHUI0 Cybduaa.

Cxanuapuru ¥ Ilpatesu (7) TUTPYIOT 1MesIoUHOH pacTBOp Cy/b(uAa HUTPOINpYC-
CHJIOM HATpHsl, IPUMEHsIsI B KAa4eCcTBEe MHIMKATOPHOTO 9JleKTpoga Ag — Ag,S siex-
TpO}}, Mertog 10T JaeT pesysbTaThi, COrJIaCcyIOILMecs ¢ HOJOMETPUYCCKIMU B Ipefesiax
0,1%.

Konptrod u Bepsuns (8) nonyunwiu xopouye pe3yJibTaThl IPU TUTPOBAHUH CYJIb-
(buga AByXNOPUCTOM PTYTHIO B PACTBOpE, COfeprKalieM M30OHITOK efKoro HaTpa. Muun-
KaTOPHBIM 3JIEKTPONOM CHYIKU PTYTHBIA anekrposn. Pacrsop cynesguaa 0,001 N tu-
TpYyercs ¢ TouHoCThI0 a0 2—39%,. Ilpucyrcreue cynbduroB u THocynbdaToB He OTpa-
JKaeTcsl 3aMeTHO Ha pPe3yJIbTaTtax TUTPOBAaHUSA.

VI3 mpepyio)KeHHBIX METONOB IOTEHIMOMETPUYECKOI'0 OMpesiesieHusi Cyab(uaa
HATpHS 3acily)KuBal¥M BHUMAHMA JJIs Hamieil Lenu mocjeinue aBa. Mcnbltanusa KX,
H3JI0)KeHHEIe B Hamnedl pabore (9), noxasamu 9To:

1) npu TuTpoBaHUM Na,S HUTpONPyCCHIOM HaTpus H Ag — Ag,S 3JieKTpoje
NOTEeHIHAJ JIEKTPoA2 BOJIM3H SKBHBAJIEHTHOH TOUKH YCTAHABJIMBACTCS O4YEHb MeJJIeH-
Ho. I'lpy OBICTpOM TUTPOBAHMM WM THUTPOBAHMU B M30BITKE IIeJIOUM CKAayKa MOTEHIM-
ana He TOJy4yaeTcss BOBCE; ‘ '

2) tutpoBaHue Na,S XJOPUIOM PTYTH ¢ PTYTHBIM JJIEKTPOLAOM IpH padoTe ¢ pas-
0aBNeHHBIMU PacTBOpPaMH cyibduia jgaer, B corjiacuu ¢ fanunmu Konprroda, pesylib-
T&THl, XOPOLIO COracyoIpecsi ¢ HogoMmerpuvyeckumu (o KypreHakepy u Bomaky);
TIOTEHLMAJI 9JIEKTPOJA YCTaHABIMBaeTCs1 ObICTpo. Pesynbrarsl THTpOBaHUS 1Py GHICTPOM
Y MEJJIEHHOM TUTPOBAHMY OJAMHAKOBEL. CKa4oK noreHimana 200—300 me; 11pucyTcTBHE

44



Kapbouaros, cyibdata MarHus, CyAbQUTOB M THOCYIb(ATOB HOUTH He BIHAET yg
Pe3YNLTATHl THTPOBAHUS;

3) xXopowue pesy;IbTATHl ObUIA TIOJNYUYeHB TAK)Ke [PH TUTPOBAHUK pasbaBien.
HBIX pacTBOpoB Na,S nsoiiHbM nuanuom cepedpa (KAg(CN),) u Ag — Ag,S anektpo-
fe. TUTpOBAaHME BEMETCSi B CHIIBHO LUEJIOUHOM PacTBOpe. JTOT METOJ, NpeisiaraeMbi
Jiaboparopueil Gr3MKO-XMMUYECKUX OCHOB oboramenus JIIY, okasancs UpHMeHUMbM
B TPUCYTCTBUM KapOoHATOB, CyAbQUTOB M THOCYJIL(ATOB.

[ToTrenuuan oJIeKTPoJa YCTAaHABJIMBAETCSI OUYeHb OBICTPO. CKAYoK IIOTEHI[Hajia
-cocraBister 80—120 ws.

Uro Kacaetcsi MOTEHIMOMETPUYECKOT'0 METOAA OHpee/IeHHsi KCAHTATOB B PACTBO-
pax, KaK YHCTBIX, TaK ¥ B NpUCyTCTBUM Na,S, To 3T0T Bonpoc B JIMTEpaType COBEpUIEH-
HO He OCBelIEH.

3. TToTEHUHOMETPHYECKOE TUTPOBAHHE KCAHTATOB. H PACTBOPUMLIX CYIL(HAOB TpH
. COBMECTHOM HX MPHCYTCTBHH

Vsnoxenne Hamie#t paborer Mbl Be- ..

IEM N0 CJICAYIOMIEMY TUIAHY.

a) Torenuuomerpudeckuit anamz "% | %%
PACTBOPOB KCAHTATOB. 200 AN '

6) TloreHuroMeTpyYecKuil aHamM3 | N \'\5\
PACTBOPOB, COAePIKAIMX KCAHTAT W \L Gl
CYAbOUL. ' o

B) PexomenayeMulit meTo ompese- - \r ‘\f“
JIeHMsl KCaHTaTa M Cy/ibQuia. 200 | {7

a) MotennuuomeTrpuuecKuit 0- :
AHAaNU3PAaCTBOPOBKCAHTATOB. | Ek
TutpoBauHe MpPOBOIMIOCH C TOTEH- 45 . ——— N
uuomerpom BKHMCa (mozenn Ne 11). Aeoumam. b20mefn WolWsp. ok
B KavecTBe HYJNb-MHCTPYMEHTA TIPHME- " J ey kvt X op hE
HSUICSL CTpeNounmit ranbBanomerp Jle- 600 s 7 20 7 7
HUHTPAJCKOro (U3MIECKOro HHCTUTYTA .0,01N Ag N0z

€ YyBCTBUTENbHOCTEIO 0,2 - 1076 g Ha 1°.
tBJIeKTp OOM  CPaBHEHM I?.O BCEX OIIbl- Puc. 1. Ag—Ag,S 3snextpox. Bmusnue NaOH
TaX CJIY)XHT HACHIEHHbIM KaJlOMeJIb- Ha PE3YJILTATHl THTPOBAHWsT STHIKCAHTATA.
HBlfl 3nexTpon., O0beM aHANU3UPYEMBIX
pactBopoB 50 ma. :

Jns  onpenenenusi KcaH- 400
TaTOB B PACTBOpPe B KauectBe ., . |
WHIYKATOPHOTO 3JIeKTpoAa HC-

neitanel Ag — Ag,S, umenye- 200 %ﬁc\
5

MBI B jaibHelimieM cepeGpsi- 0 .
HBIM, ¥ AHAJIOTUYHBIA PTYTHBIA \\&
DNIEKTPOJ, (AMaJIbIaMHPOBAHHASA 0 g
IUTATUHOBAst CETKAa), KOTOphle 5 ] <dd, |
JAaBajy XOpomue pe3ysibTaThl f 0.
1IPY TUTPOBAHHY PACTBOPUMBIX 200 o |
‘Cynng/IJIOB (6CM. BHIILE). Kraﬂgrygna;ﬁzfﬂﬁz/ﬂzx%

epedOpsAHBU 271€- , NazClsp.iK
KTp oL B pesymsrare Gomb- , Hucro y kputh lfft)(gpﬁkj
Ore UHCIA  IKCIIEPUMEHTOB 0 7 20 25 30 35
HailijieHo, uto pu pabore ¢ 3TUM #n-0,01N Ag NO3
JIEKTPOIOM Y TUTPOBAHUM HUT- 3
patom cepedpa mpuCyTCTBHE
KapOoOHATOB ¥ WIEJIOYX B pac-
TBOPE B KOJIMUECTBAX, COU3MEPHUMBIX ¢ KCAHTATOM, HPUBOAUT K HpeYBEIMUCHHBIM
pesynbraram. [Ipu Gosbiiom MSOBITKE Iie0UM CKAUKa MOTEHLUAJa He TOJy9aeTcs
BOBCe (puc. 1, 2 u 3).

Puc. 2. Ag—Ag,S anexrpon. Bnusinne Nap,CO; Ha pesyns-
TaThl TUTPOBAHMSA ITHJIKCaHTaTa ‘KaJII/Iﬂ.
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Kax B cllyuae 3TiJi-, TAK H30-aMUJIKCAHTATA CMELIEHNe CKAuKa [0TeHIMaa Conpo-
BOYKAETCS M3MEHEHHEM L(BETA 0CajKa (IIePeX0j U3 HKeNTOro B OyphiH).

Ipu pabore ¢ Cu — CuS 371eKTPO/IOM, HCHBITAHHBIM He00JIBIIMM YHCIIOM OTILITOE,

B CJIydae BRICOKOH KOHIEHTpalUHu NaOH (15—20 pas3 Bbuue KcanTara) HabmoanTes

aHaJOI'MyHble OTKJIOHeHMs. B

Ent oTIMuMe oT cepedpsiBoro aJeK-

wag ’ TPOAA M3MEHEHHWE PA3HOCTH II0-

, TeHIHAJ0B M[pU THTPOBAaHMH
T _ 25 AJIST M30-aMIUL M OTUJIKCAHTATa
200 : \\Q i nporeKaer pasjuMuHo. Jlw0o-
: ~N 0.5 IBITHO, YTO B Cjlydyae TUTPOBA-

: 0,1 XL, | HHS OTMJIKCAHTaTa B TpPUCYT-

0 ke CTBUM TAKHX KOJIMYECTB IEIOUM
| peawmam:720u/s ) (NaOH) ocajka KcaHToreHarTa

.-—l 0.02% | MeAM B pacrBope He ofpa-

‘ NaOHrz 34 syerci.
! Yurna y hpubt Yok OrwiioHeHnst B pe3yJibTa-
(AAmIMERY  tax amanMsa pacTBOPOB KCaH-

Wi— 5 15 20 %W 7% 70 TaTa - BHI3BAHBI, IIOBHAMMOMY,
#n. O,01N Ag K03 HECTOHKOCTBI0 KCAHTOTEHATOB

cepebpa ¥ Meau B IIEJIOUHBIX

Puc. 3. Ag—Ag,S onexrtpon. Bimsnne NaOH wa pesysp-  pacTBopax, HO He M3MEHEHHEM
TATbl TUTPOBAHMUSI U30-aMUJIKCAHTaATA. CBOﬁCTB CaMmoro SHCKTPOﬂa, TaK

KaK IIPU TUTPOBAHUHM CyJbuia
HaTpuA ¢ cepeOpsHbIM 9J1eKTpoiom npucyTcTBHe NaOH He cKa3HIBaeTCsi Ha pesyiib-
TaTax TUTPOBAHUSL.
- OrmeveHHbie 0cOOEHHOCTH, HAOIONAOIIKECS IPM TUTPOBAHMM KCAHTATOB ¢ cepeld-
PSIHBIM 3JIEKTPOAOM, JEJIA0T 3TOT METOJ, HENPUTOJHBIM Ul HAMX ILiejei.
PryTus# 9aeKTpon Ilpu THTPOBAaHMM KCAHTATOB C PTYTHHIM 3JIEKTPO-

JOM B HPHUCYTCTBUM BO3PACTAOIUX KOJIMYECTB MIEJIOUM T10JIYUeHBI CIIELYIOLIME pesyib-
TaTHI: ‘

200

ITunrcantart H30-amunkcanrart
. —3 .
Org?:(%xfne Ma00OI N Ouni6Ka OT};{_)::;}fue Ma25-107° N OmnéKa
NaOH HgCl, npu o NaOH HgCl, npn o
KX THTPOBaHMHU o KX THTPOBAHHM Yo
0 20,8 — 0 12,0 —
0,8 20,4 —2 1,0 12,1 +0,9
3.3 20,8 +0 2,4 12,2 +18
24 20,8 40 12 12,0 +0
48 20,9 +0,6 120 12,2 +18

Jayxe npu 106aBKaX OTHOCUTENBHO 0UeHb 00JIBIIMX KOJIMYECTB IHEJI0UH pacXoyKie-
HMs1 B pesyJIbTarax aHalM3a He3HAYUTEJIbHBI U JIEKAT B 1Ipe/leiaX BO3MO)KHBIX OIIA-~
00K u3MepeHHil. AHAJIOIHYHBE Pe3yJbTAaThl MONydYeHBl ¥ mpH K06aBKax Na,CO,.
Hanwuuue menoun B pacTBope CKashIBAaeTCsl JIMIIb HA YMEHBIIEHWH BeJMYMHBI CKAuKa
NO0TeHIMaNa, 0co0eHHO PE3KOM B Ciiydae ITHiKcaHTara (puc. 4). Ilobaskum MgSO, K
3HANIM3UPYEMOMY HIEJIOUHOMY PacTBOPY MO3BOJIAIOT YBEJIWYMTh CKayoK MOTeHLUaa
[IOYTH [0 TIEPBOHAYAJIbHON BeJIMYHHBEI.

Heiicteue Cysibata MarHusi CBOZUTCSI K PEe3KOMY CHIHKEHHMIO HIEJIOYHOCTH pac-
TBOpA BCJIEJACTBMe 00pa3oBaHMs IMpara OKMCH MarHMsi. Biaromaps mamoif pacrso-

PHMOCTH mocnegnero pH pacrBopa IpU JOCTATOYHBIX KosiMuyecTBax MgSO, mapaer
a0 ~ 10.
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B cuepyrouieit

TadMLe COIOCTABJIEHbI

pe3yabTarhl TOTEHIMOMETPHUYECKOT O

(PTYTHBI OJIEKTPOJL) ¥ HOAOMETPHUECKOT0 TUTPOBAHUA PaCTBOPOB H30-aMMJIKCAHTATa:

125 Kcanrar Me/a Pacxo-
af o | KneHue
a¥ ypp ¢ | Morenimo- | Monomerpu- pesygma-

MeTPHUYECKOe| JécKoe TH- Toe
TUTPORAHUE | TPOBAHUE %
75 0 | -
il 5 | 50 0
i 82 | 84 +2,4
50 165 173 +5,0
Keanmam-670mein Yuapbiy *p"‘fg"z 499 ' 520 +4.1
V~50cmI 3 UNHOUIEHUE = o~ ‘ B
- KX |
z
§ . /g/ % OnHo3HAUHBIE  PACXOIKAEHHSI
o e 45 = pe3yJIbTATOB BhI3BAHBI, HOBHH-
o y 77 MOMY, YaCTUYHbIM YUYETOM B Ciy-
9 ”M 1 0.01WHg L 2 yae MOJOMETPHM TIPOLYKTOB pa3-
0, 2

Puc. 4. Prytmii anextpon. Twurpopanne KEtX

B npucyTereun NaOH.

JIOYKEHHUs1 KCaHTata, TaK Kak mpu-
MeHSIBUIMACS B 9THUX ONBITaX Hpe-
mapar cojgepxai ~ 759%, kcanrarta
(1o uony).

Hwxe npuBeieHbl pe3yJsbTaThl NapajsiebHbIX ONpejesleRul KcaHTaTa B pacTBo-
pax TOTeHLMOMETPUYECKUM ¥ HOJOMETPHUYECKMM TUTPOBAHKEM, TIOTYYeHHBIX IIPH OMbI-
TaxX M3y4eHHs] KUHETHKU B3aUMOAEHCTBUS KcaHTaTa M MasaxuTa:

PacxoykjeHust B pesysibTaTax aHa-
Jin3a HaOJIONAIOTCS JUIIb NpK 00JIbIMX
KOJIMYECTBAX MPOpearupoBaBUIEro ¢ Ma-
JIAXUTOM KcaHTaTa. BecbMa BeposITHO,
UTO IPYU HOJOMETPUM B ITHX YCJIOBUSX
YUHTHIBAETCSI YaCTb MPOAYKTOB OKHCJIE-
HYS KCaHTara. .

6) Amanus pacTBOpOB,
COAEpIKAIMUX KCAaHTAT H
cynbdupa HcnonpsoBarb PTYTHHI
9NEKTPOA [J1s1 Pa3fesibHOIO OIpefeie-
HuA S8 1 X' HOHOB B DAaCcTBOpax He
PECTABIISETCS] BO3MOKHBIM. ONBIT TUT-
poBaHMsI CMecH pactBopoB Na,S u
KEtX, nposeneHHbl#i Hamu B 00oraTu-
tenbHOH Jlaboparopuu IIBC (3), noka-
3aJl, YT0 B YCJIOBHSIX OMBITA BO3MO)KHO
onpejesienne aviub cyMmbl 8" X', TaK

Mertopx aHanu3a
[popomxureib- :
Torenuuomerpust HopnomeTpusa TMToTe HIHOMETPUS Hongomerpus
HOCTb aruranuu
MUH STunKcaHTaT B pacTBOpe Uzo-amuIKcaHTaT B pacTBOpE

Me[a Mefa
0 632 635 168 168
2 496 489 99 101
5 381 393 47 48
10 325 329 14 18
25 158 176 1,3 7
60 100 118 — —_

Emb
00

200
100

q
100
200

300

Puc.

200 ~
e

[
/Vﬂzs

T~
.

[~ : \

‘t‘i I @gsmmx
iy \l ,
TpfAmX
t I
| . |
3 i i
t { §

f ! e
5 10 15 20 25 30. 3

mn. 0,8025NHg Ol

5. Pryrtanii agexTpol. TuTpoBanue cmecu

Na,S 4 KAmX B npucyrcreun MgSO,. Banxam-

CKasi BOJAA.
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KaK CYyJbQUIHBIA CKAYOK CMeIaeTcsi B CTOPOHY TOBBIMIEHUS KOHIEHTpanuu Na,S
(puc. 5). v

PesynbTarthl 5T0r0 OIbLITa TUTPOBAHUS M0 MAKCUMYMY TPUpALIEHHs TOTEHIHANa
‘OKa3aJIUCh CIIeAYIONHMU:

HUspacxogosano ma HgCl, (0,0025 N):

pu TUTPOBAHMM 4YMCTOro p-pa Na,8 . . . . ... . . . . . 19,8 ma
» » » »  KCAHTATA & & o o v o « » -« 92 »
Becero . . .. .. 290 »

pyd TUTPOBAHMH CMECH PACTBOPOB . . - . o o v o« - . 20,4 »
omuoKa . . .+ . . . . +1,3%

AHasorMuHbiil CABUT CKAYKa IIPY THTPOBAHUM CMECH M KCAHTATa HabIOZAJCs U B
APYTUX oliblTax, o0bIYHO MPH BHICOKOM KOHLEHTpAUuu cyibdara maruus. CymmapHoe
e KoamuectBo S’ u X' OIpefessyIoch BCErAa € AOCTATOUHOM TOYHOCTHIO:

M 0,02 N HgCl,
OmnoKa
TATPOBaHHE YHUCTBIX PACTBOPOB Turposasue o
Na,$ Kcanrart Bcero cmecu :
10,6 11,2 218 21,7 —0,5
15,6 18,4 34,0 32,4 -5,0
20,8 24,6 45,4 44,6 —2

ViHTepecHo OTMETHTb, YTO HPH TUTPOBAHUM FHAPOCY/IbLOUIOB HAGIIIOAANTCS ABa

€KayKa MOoTeHIHasa.
Morennyan PTyTHOTO 3JIEKTPOAA NPH TUTPOBAHMU KCAHTATOB YCTaHABJIMBAETCS

JIOBOJILHO OBICTpo. 3aTsiHyToe Gosiee 0HOM MUHYTH NepeMelnBaHHe PaCTBOPOB I0Cjie
KaKI0# 100aBKH CyJIeMbl, 10 OKOHYATEILHOTO YCTAHOBJIEHUSI PA3HOCTH IIOTEHIUAJIOB,
TIPAKTUYECKHA HE W3MEHSIeT pe3yibTaTOB TUTPOBAHUS.

Ma HgCl, Pacxoxaenns
Pacrsop
: BricTpoe TUTPO- Mepneunnoe %
BaHUE TUTPOBaHUE
| =
KAmX | 14.4 14,2 1,5
KEtX | 12,5 12,8 2,2
Na,$ + KAmX | 278 272 21
Na,§ + KAmX B 0,1 N pacrsope | 13,4 13,1 2,2
NaOH |
|

Takum 00pa3oM, KCHBITAHUSI PTYTHOTO 3JEKTPOAA TOKA3aJU IIPUTOLHOCTH €ro
151 OTIpe/iesIeHdsi KCAHTATOB M CyMMBI Na,S - KCaHTaT B CJIyyde CMECH 9TUX BelIeCTB.
Konnenrpauuio S’ MoHa B TAKUX PACTBOPAX HeOOXOAUMO YCTAHABJIMBATbH OTHEJIbHEI
TUTPOBAHUEM. '

HecmoTps Ha T0, UTO NPU TUTPOBAHMU PacTBOpOB Na,S HUTpaToM cepebpa B cily-
qae cepedpsAHOro 9JeKTPo/a 1ieJIoUb He BIIMSIET HAa PE3yJsbTaThi TATPOBAHMUS, a KCAHTAT
B IIEJIOYHOM DPACTBOpE He TUTpYyeTcsl, olipefesnenue Na,S B NPUCYTCTBUM KCAaHTaTa
(9KBUBaJIeHTHBIE KOJIMYECTBA) NPUBOJUT K IPEYBEJNUYEHHHIM pe3ysbratam (puc. 6),
0CO0EHHO B Cilyuae M30-aMUJIKCAHTATA.

Onpegestenue Na,S B NPUCYTCTBUM KCAHTATOB OKA3AJIOCH BO3MO)KHBIM [IPU THTPO-
BaHUN KoMIUteKcHOH conbio KAg (CN), u cepebpsinom astexTpose. B aTom cityyae pae
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3KBHBaNEHTHOe Na,S KONMUECTBO KCAHTATA HE CKA3BIBACTCSI HA Pe3YNIbTATAX THTPO-
panusi (puc. 7): , -

Ma 0,01 mon. KAg (CN), OmnoKa Ems Na, S*KAmX
- o 600
Toasko Na,$ Na,$ + KX | °
12,4 12,3 ' —0,38 o No, S -0.0033 /0 Yop shbin
17,1 ; 17,2 | 405 KX - 0,0033 15° 2p b
%56 | %6 ) £0 200\ Ka0H~0,1 2p 3hb/r - —
V-50mp ho, s
BosmoyxHocTh ompeenienuss 87 B 0 ‘ |
TIPUCYTCTBUM cyJbdara, cynbdura U ru- 10 ] 20 . 25
niocynbdaTa OvpUIa MOKAa3aHa Hamel npe- 10 15 2
aplayweit  padoroit (9). w1 0.01K Ag V03

TurpoBanye BefeTCs: B CHIIBHO Ie- . o
souroM pacrtsope (0,1—0,3 N NaOH) JT(I)/I‘(I:I—.IL?); p?g'rs(ﬁ)%f ﬁat%xgp%ﬁ;uc;?zﬂ?gsgH:(?aul'lrlg-
TIIpU  HENPEPHIBHOM TMEPEMEIUIMBAHUMU.  Top (KpHBBlE C KPYXKAMH OTHOCcarcs K Na, S).
JHedicteue cynbdaTa Maruusi, yMeHb- -

WIAKIEro CKAYOK TMOTeHHHasa Ipd cepeOpsiHOM 3JIeKTpOfe, JIErKO YCTpaHsieTcs
pBefieHdeM miesioun. [loTeHLMasn 3/IeKTpoja yCTaHaBJMBAETCS OYeHb OBICTPO.

B cnenyromeli Tagnuie npuBeleHBl Pe3yJbTATH aHAIN3a CMECH CyAb(UAa HATPUSI

Y KCaHTaTa: "
Ma pacteopa 0,02 N HgCl,

300 . ' 7 T ' MeTton onpepeneHust

Na,S KEtX Beero

|
mb '[ Tonbko Nay S

1. AHanu3s YCXORHBIX pa-
CTBOpOB R
PTyTHBI 3J1eKTPOLR 10,6 11,2 —

700 2. AHanu3 cmecu pac-

) TBOPOB:

a) PryTublii 251eKTPOL —_— — 21,7

6) CepeGpsHblit 3J1EK- .
TPOH, « o & . . . 10,4 (11,3) —

. (mo pas-
HOCTH)

Ha, S+ keanmam

600
Xopomee COBIIa€HNE PE3YJILTATOB TUTPO-

Banusi cMmecd NapS 1 KcaHrata ¢ JaHHBIMHA pas-
AENbHOTO TUTPOBAHUSI UMCTHIX PACTBOPOB 3THX
" NaOH-0,3K BellleCTB (CM. TalOKe paHee NPUBEJEHHYIO Tal-
JILly) yKaseiBaeT HA BO3MO)XHOCTb NPHMEHCHHSI
i i 7 5y OTOTO METojia W B NPUCYTCTBHH CYJbGUTOB U
wn 0,02M KAG(CH); ' runocynbguTa. lHade serkasg OKMCIISEMOCTH
’ gihiz Na,S B ¢abeix pacrBopax Ao/bKHA Obia On
Puc. 7. Ag—Ag,S ssnextpon. Turpopa- CKAa3aThCs B npeyBequeHHH KOJINYeCTBa KCaH-
Hue IeoYHbiX pacTBopoB Na,S B npu-  Ttara.
CYTCTBUM 3KBHBAJIEHTHOI'0 KOJHYECTBA KaK HOKaSaHI/I crieiuajibHble SKCHepH-
HU30-aMHJIKCAHTAaTa.

MeHTtH (9), npu OojbiioM pasGaBjieHHd Ra)e
4ucTOro Cynbduia HaTPUs (pemnapat cogeprKain 97%, nepsatusoaHoro Na,S) B pacTBope
00pa3yoTcs 3HaYuTeNIbHBIE KOMWUECTBA CyJsbpuTa U THoCyIb(aTa. Tak, 0,005 N pac-
TBOp Na,S 110 pasbasieHNH CofepIKa ToJIbKo ~ 709, cynb(pwmon CepEL 0T PACUETHOTo
KoimuectBa. OcranbHast cepa ofHapy)xusaercs 8 suje SO, u 8203

B) PexoMengyemHuii MeToOJ oNpejpejeHuHs KCcCcaHTaTa
U cynbdupma. [ onpelereHus KCAHTATa U CyJb(KUAa HATPHS MPH COBMECTHOM
npucyTcTBuu cyMMy S’ u X’ Mo)kHO ompefenutb turpoBanueM HgCl, mpu pryTHOM
anextpose. B cliyuae mesIOUHBIX PacTBOPOB BBOAUTCSE MgSO, Mis yBeIMUeHHs CKauKa
MOTEHIUATA.
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Kounenrpanusi S’’ ycTaHaBIMBaeTCsl THTPOBAHMEM OTAEJIbHON TOPLUMM PacTBOpa
KOMILIEKCHOH coJibto KAg (CN), ¢ cepeGpsiHbIM - 371eKTPOOM B IIPUCYTCTBHY DOJIBILOTO
W30BITKA [IEJI0UM TIPH HEMpPEePLIBHOM TepeMEIINBAHUH.

N WCKJIIOUEHMsT BO3MOKHOI'O M3MEHEHMS KOHLEHTpaUMu pactBopoB Na,S
(ocobeHHO cnabpix) TPH CTOSAHMM — 00a TUTPOBAHMS HEOOXOAMMO TIPOBOAMTH OJHO-
BPEMEHHO. _ ,

[lpu orcyrcTBHH Cyb(UAOB PAcTBOPbl KcantaToB THTpYIoTcst HECl, ¢ pTyTHRIM
3JIEKTPOJOM. B cilydyae CHJIbHO LIEJIOYHBIX PAacTBOpOB BBOAMTCA MESO,.

Pa3HOoCTb TOTEHIMAJIOB NPH PTYTHOM JJIEKTPOJe Olipejensercs, NPHUMepPHo, depe3
MMHYTY Tocjle BBeJeHUsi cysiembl. [1pu cepebpsiHom a/1eKTpojie M3MEPEHUST BOSMOMKHbI
yepe3 GoJiee KOPOTKHM CPOK.

PTyTHBIA 371€KTPOJ MBI TOTOBHJIM TIO Mucnosuuepy (70), 1oJb3ysich CETYATHIM
TUTaTHHOBBIM 2JieKTpoiom Bunknepa. CepeOpsinpiii (Ag — Ag,S) 27€eKTPOX MBI I'0TO-
BUJIH HECKOJIKO MHaue, 4eM 370 OObI4HO omuchiBaercsi. [loxppiTHe 2JieKTPOIA CII0EM
cynbduaa cepefpa Moyy4anoch NPH MHOTOKPATHOM IIOTEHLMOMETPHYECKOM TUTPOBa-
HUY KOHIIEHTPHPOBAHHOIO CyJIbQUIA HATPUS PacTBOPOM HUTpara cepebpa.

PacTBOp CyJsieMbl IOTOBUTCS OOBIYHBIM HYTeM, PACTBOPEHUEM HABECKM UYMCTOIO
npenapara. PactBop ABOW{HOT0 LMaHKAa cepedpa-Kajius He JOJDKEH COlepKaTh M30bIT-
Ka HOMAHUAA KaJus, TIOITOMY MBI NIPUTOTOBJISINM €ro CJeAYIOWINM o0pa3omM: pacTBop
LHAHUCTOTO KaJlisi NOTeHIMOMETPUYECKH THTPOBAJICst HUTpaToM cepebpa ripu cepedpsa-
HOM 2JIEKTPOJI€, 110 AAHHBIM TUTPOBAHKS CMELIHBAJIMCh U3MEPEHHBIE 00'bEMbl PACTBOPOB
HuTpata cepebpa M LMaHua Kajus.

KoHuenTpaiysi pacTBOPOB CYJIEMBI M KOMIUIEKCHO} ¢0JlM cepeGpa B HAUIMX OMbITAX
o0bluHO TIPEBBIIIANIA B TPU-YeTHIpE pasa KOHHEHTPALMI0 TUTPYEMOTro pacTBopa.
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Summary

1.-As indicator electrode at the potential titration of diluted solution of the
xantate Ag—Ag,S. and mercurial electrode were tested.

The most convenient for analysis of xantate solutions not including the sul-
phide sulphur is a mercurial electrode. The presence of a caustic alkali soluble car-
bonates, sulphates, sulphites and thiosulphates does not effect the result of titra-
tion. ‘

2. The method was worked out as to the potential metrical titration of xantates
and soluble sulphides in diluted solutions at their compatible presence.

The method consists in determination of the sum of sulphide and xantate by
means of potential metrical titration by sublimate with mercurial electrode and
determination of sulphide by means of potential metrical titration by the double
cyanide of Ag at the Ag—Ag,S electrodes.

On account of the simplicity and dependability the recomended method of
analysis could be applied not only in the laboratory conditions but at works for to
control the process of sulphidisation of oxidized ores.



