HBIX JaHHBIX paspaboTaHa METOAMKA 3KCTPAKLHOHHO-GOTOMETPHYECKOIo
onpejesneHus cpuiua. YlpaBuabHOCTh aHa/HM3a NpPOBepSJH METOAOM [00a-
BOK. Pe3ynbrathl npuBefeHH B TabJHue.

B npo6upkd ¢ mpuTepThIMM NPOOKAMH NOMCLIAAM HCCIelyeMBl pacTBOp, ROGAaBAANK
0,5 mn 4 M KBr, 1 ma 2:10-2 M pactsopa M3 u J0BojuiH 06beM auLeTaTHO-aMMHAYHLIM
6ydepubiM pactsopom ¢ pH 3 1o 5 ma. JloGaBasan 5 M GeH3ona M 3KCTparupoBasu 1 MHH,
OTAENSIIM OpranHyeckyr ady, UCHTPHGYIIPOBAaJH H H3MCPSJH ONTHYECKYIO MJIOTHOCTb
SKCTPAKTOB B KIOBETe ¢ TOJUHHOH ciod 1 cM na chnekrpodortoMmerpe npy 640 HM nan Ba
®IK-56 co cBeroduabTpoM Ne 8 OTHOCHTENBHO 3KCTPAKTa XOJOCTOrO ONLITa. KOJHYECTBO
CBHHUA HaXOAHJIH 110 Ka/JHGpoBoulloMy rpadHKy, MOCTPGEHHOMY 2EaJIOTHYHO.

Huist onpeaenenust CBUIlla B CEPHOKHC/BIX COJAX AJIOMHIIHA, HHKeNs, KOOaabTa HaBeCKy
coan (0,05—0,5 r) pacTBOpAaH B OHAHCTH/IATC, MCPCIOCHJH B LPCOMPKH C NPHTEPTHIMH
NpoOKaMH M JaJice NOCTYNaJH, KAK NPH OlIPCeselHHH CBHHLA B UHCTHIX COJSX.

[Tpu onpeseseHnyd cBHHU2 B MOJYIPOBOAHIKOBLIX IIeHKax Pb—Ge—S noaJsoxxy ¢
HaHeCeHHOH Ha Hee TOHKOI IICHKOH MOMCLHAJH Ha Ao cTtakaHa o6bemoM 50 mJ, moGaBas-
aun 2 ma HNOjz (1:1), 2—3 kanau 6pomiioft BOALI H NpH HarpeBaHHH IVICHKY PacTBOPSJH.
3aTteM TedOHOBLIMH LIHNYHKAME BBIIMMAJH NOAJMOXKKY H ONOJACKHBAaNH 5 MJ GHAHCTHIISATA.
Maccy mielKkH HaxoAMJIM IO Pa3HOCTH MaccC C lIOMJIOXKKOH 10 M locdae pacTtBopelis. Pact-
BOp BLINApHBAJH AO BJAMHLIX coJel, octatok pactsopsian B 5 ma 0,1 M HaSO, u neperno-
CHJIH B MepHYI0 KOOy cMKocThio 25 ma. Jlo6asacunem 0,5 M pactsopa KOH neiitpasuso-
Baqu g0 pH 3—5 u 71oBoauanm o MeTKH OHaucTHAIaTOM. OTGHpatH aJNKBOTHYIO UacTb
pactBopa (5—20 mkr Pb) u nanee onpezesciiHe NPOBOAHJH, KaK ONHCANO’ BbllleE,
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YAK 543.422

ATOMHO-ABCOPBUUOHHOE ONPEAEJIEHHUE PTYTH
B NMOJYNPOAYKTAX H OTXOOAX
CBHHLOBO-UHHKOBOIo nmPOU3BOJACTBA

10. B. 3eaiokoBa, T. O. lugopenko

UyBCTBUTENbHEIE METOABI OLpejle/ieHHs] PTYTH, SIBJSIOLIEHCS 371€MEeHTOM-HH-
JHKATOPOM MECTOPOXKJAEHHH pa3NHYHbLIX METaJJOB, NPeICTaB/SIOT HHTEpec
I/ TeOXMMHKOB IipH aHaJIH3e loNHMeTaJJH4yecKHX pyA. B noaynpoaykrax
H OTXOZAaX MeTaJJIyprHuecKoro IpOH3BOJACTBA TpebyeTcsi CHCTeMaTHYeCKHH
KOHTpOJIb COJepH<aHHsl NPUMeCH PTYTH KaK OLHOTO H3 ONAaCHEeHUIHX MeTaJ-
JIOB-TOKCHKaHTOB.

B naHHOW paGoTe omucaH HeNJaMeHHbIH aTOMHO-aGCOpOLHOHHBIH Me-
TOJ ONpeJe/eHHs PTYTH B IIOJYNPOJAYKTaX M OTXOAAaX CBHHIOBO-LHHKOBOIO
npousBofcTBa [1]. MeTon OCHOBaH Ha HM3MEPEHHM MOIJIOLIEHHs CBera
253,7 HM aTOMaMHu pPTYTH, BBAeJSI€MBIMH M3 aHaJH3HMPyeMOro pacTBoOpa
IIOTOKOM BO3[yXa IIOCJe ee BOCCTAHOBJICHHS /0 3JeMEHTHOr0 COCTOSHHS.
B pa6ore Hcrmoab30Ba/H AaTOMHO-abCOPOUHOHHBIH — (QOTOMETD Ha OCHOBe
moHoxpoMatopa C®-4 u doroymuHoxurens PIY-71, onucanHoro paHee
[2]. VcrouHHKOM pPE30HAHCHOTO H3JY4YeHHs DPTYTH CayXKHaa OaKTepPHUHA-
Hasg ngamna DYB-15. Mexay MCTOYHHKOM CBeTa M BXOJHOH ILEJNbI0O MOHO-
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XpoMaTopa VCTaHOBJEHA CTEKJsiHHasl UHJIHHIPUYeCKasi KIOBCTAa C KBaple-
BHIMH OKHaMH Ha Topllax, CHabieHHasi OTPOCTKaMH [JIsi BBOAA H BHIBOAA
BO3JyXa. BOCCTAaHOBJIEHHYIO N0 3JE€MEHTHOTO COCTOSIHHSI PTYThb TOKOM BO3-
AyXa 10AaBajH B KIOBETY, B KOTODOH IIPOHCXOIHT IIOIVIOIIEHHE CBeTa
253,7 HM, perucTplpyemMoe aBToMaTHYecKuM nortenuuomerpom KCII-4.
OcHOBY NMOJYNPOAYKTOB M OTXO010B CBHHUOBO-UHHKOBOTO NPOU3BOACTBA
COCTaBJISIET CYJAb(PUAHO-CHIHKATEAST CMeCh CBMHIA, LMHKA H CYyPbMHI, B Ka-
ycCTBe NpHMeECce(l B HHX COJEPKATCS TaKKC CeJseH, Teayp, 30J0T0, cepebpo

He

Pic. 1. Cxema yCTallOBKH IJs MHPOJH-
3a o6pasuos: /, 2—meun I, IT pas
MHKpoanaauza coorbercTBenno CYOJI-
0,15.0,6/12 MIT u CYO0JI-0,15.2/12 MIT;
3 — xBapliceass Tpybka; 4 — J10104Ka
s obpasua; 5 — crekasnHas Tpy6Ka
C CHTYATLIM KOHLIOM; 6 — mpobupka c
[OTJIOTHTEJIBIION  CMecblo; 7 — MaHo-
MCTP.

U JpYyrHe 3JeMeH1bl, OKA3bIBAIOUHCE CHJAbLHOE Mellawllee AeHCcTBIlE LIPH OIl-
pelesNeHHH PTYTH HCIJIAMEHHBIM aTOMHO-a6COpOUMOHHBIM MeToioM [2, 3].

[IpeanaraeMblii MeTOA BKJIOYAeT TEePMHYECKOC BBIAEJCHHE PTYTH H3
06pa3suos, nor.aoluenue ee 0,1 H. pacTBOPOM HOZA B HOAMCTOM KaJlMi, LIPH-
rOTOBJIEHHOM M3 (uUKcaHasa, U ompejesieHne Hg B mosydeHHoM pacTBope
MOTJIOTHTEJSI HellJiAMEeHHBIM aTOMHO-a6COpOUMOHHBIM MeToioM. B KauecTBe
BOCCTAHOBUTEJsSI HCNOJBL30B2JIH COHUPTOBBIH  PAacTBOpP AHOKCHMAaJIEHHOBOM
KHCJIOTHI, CB3bIBAIOUIEli O W BOCCTaHABJIMBAIOIIUA PTYTh 0 3JEMEHTHOrO
coctosiiust B pactBope npu pH=>=10 [4].

JJist TepMHUYeCKOro BbILEJCEHSI PTYTH H3 aHaJH3HPyeMbiXx 00pasloB
HCMOJIb30BAJIM YCTAaliOBKY, NpeACTaBJACHHY0 Ha pHc. 1. OOpaser noasepra-
JAW HNHPOJH3Y B KBapUeBO# Jomouke (73X 1,3 cM), NOMELIeHHOH B LIHPOKYIO
yacTh KBapueBoil TPYOKH (logy=60 cM), cocrosimeir M3 ABYyX uacted —
wnpokolt (d=1,7; [=20 cm) u y3koit (d=0,7; =40 cm). Tpy6ky Harpe-
Baau AByMs TpyGuathiMu nmeuamu tuma CYOJI-0,15 (I=6 u 20 cm). Y3kas
yacTh TPYGKU CiyIKHJIa AJst JOTIOJHHTENBHOrO INIPOJIH3a TBEPAbIX YacCTHIL
(apiMa), BhiZesAIOLHXCA NMpH HarpeBaHWH o6pasua. K KoHuy KBapleBoil
TpYOKU NPHCOENUHSIJIM COTHYTYIO NOJX NPSAMBIM YIJIOM CTEKJASHHY!O TpYOKYy
¢ 6ap6oTepoM Ha KOHILE, KOTOPYIO ONYyCKaJu B NOTJIOTHTEJbLHBII pacTBOP.
TeMmnepatypy B IeuaX H3Mepsad IJaTHHO-IJIATHHOPOAHMEBOH TCpMONapoi
III1-1 u nmoteununoMerpom III1-65. DBolneasromyuecs: NpoOAYyKTbl NHPOJIH3A
06pasiia MOTOKOM I'C/JIHs HallpaBJsJH B NOIVIOTHTEIbHYIO CMECh.

AnanuzupyeMble 06pa3ubl OTJHYAIOTCS CJAOXKHBIM coctaBoM. Hekoro-
pble KOMIIOHEHTHl, B YaCTHOCTH CeJleH, TeaJyp, cBo6OJHas cepa, NpH Tep-
Muyeckoil o6paboTKe BMeCTe CO PTYTbiO NE€pPeXOAsiT B ra3oByio ¢asy u Io-
najfaioT B NOTJIOTHTEAbHBIH pacTBOp. Onpenesnnts pTYTh B UX MPHUCYTCTBHH
HelJJaMEHHBIM aTOMHO-2a6COPOLHOHHEIM METOJOM HEBO3MOXKHO BCJEICTBHE
CBSI3BIBAHHSI €e B CeJeHHA, Teaaypun u cyabdui [2]. Jdas uckaroyeHus
BJIHSIHUS MeLIalOIlero AEHCTBHS MepPeuHCJCHHBIX 3JeMEHTOB HCIOJb30BaJH
CleKaHHe HaBeckH ofpaslia ¢ OKHCbIO M HHTPATOM MarHus, Npei]oXeHHOe
IJ1s ONpeleJieHHs] ceseHa B GHONOrHYeCKHX obpasumax [5], a mosgHee —
celleHa M TeIypa B PyAax M APYrHMX O0O6beKTaXx MHHepaJbHOTO ChIPbS, CO-
JepxKaumux CBOOOAHYIO cepy, KPeMHHH, a TakXe PTyTb B BHIE KHHOBApH
[6]. TIpu sTom cepa, cesieH H Teanyp, OKHCJASCh, yAepXKHBAJHCh B CIeKe,
a pTyTh yJaeryuyuBagacb. IlJisl H3yueHHS ONTHMaJbHBIX YCJIOBHi Ompejese-
HHSI PTYTH (HaBeCKa pDeaKUHOHHOH CMeCH, TeMIepaTypa BbIAeJEeHHS PTYTH,
BpeMs [IPOKAJIKH, CKOPOCTb NOTOKA TeJIHsl) HCIOJb30BaJii HaBeCKy obpasua
HMHKOBOrO KOHLeHTpaTa. B KauecTBe peakUHOHHOH CMeCH NPH CHEKAHUH
npo6bl Obina B3sdta cMecb Mg{NO;), ¢ MgO B coorHowenun 5:4 [5].
Hutpar MarHus urpan posib OKHCJHTeNss CBOGOIZHOH M CYJbGHIHON CepHl,
cesneHa u Teanypa. [lpu BHicOKOM copepxkaHuu cepsl B o6pasnax (xo 30 %)
MHHHMaJIbHAsl HaBeCKa peaKIHOHHO# cMecu coctaBasyia 500 Mr nmpu Ha-
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BecKe npo6bul 125 mr. 3aBHCHMOCTb colepXKaHus PTYTH B 125 r HaBecKH
LHHKOBOTO KOHLEINTpaTa OT MacChl HaBeCKH peaKLUHOHHOH CMeCH MOoKa3aHa
Ha puc. 2,a. CozepxxaHue PTY1H, KaK BHIHO, BO3pacTaeT ¢ YBeJHYEHHEM
HAaBeCKH peaKUUOHHOH cMecH a0 950 wMr, ocraeTcsi MOCTOSIHHBIM [0
1100 Mr, a 3arem yMmenbuwaercsl. IlocsegHee MOXKHO OGBSICHHTb, NO-BUIH-
MOMY, H306LITKOM OKHUCJHTE.]fl, 3aTPYAHSIOLIEro BhIAeJeHHe pTYTH. [Mas
JdanbHeliell paGoThl Bbi6paHa HaBecKa OKHC/JAHMTeJbHOH cMecH | r. 3aBHCH-
MOCTb CTENEeHH BEIIEJeHHsT PTYTH M3 obpaslia OT TeMIepaTyphl NHpOJH3a

| [”ﬁ— ’ [Ilg-
MKE MmMK2
15+ 2
10+ 7
a &
9 | 0 ! L 1 1
00 10MgG), Mg me 100 500 aotLr g I R N T TR
5 0 g2 Q06 [
OO O—O—0— -
L J Puc. 3. 3aBHCHMOCTb ONTHYCCKOR
J 4 IJIOTHOCTH MapoB pPTYTH OT COJep-
XKaNHs ee B pacTBope.
2+ Ir <
s Puc. 2. 3aBucHMOCTb cozepiKaHHS
e PTYTH OT HaBeCKH peakIHOIIoil cMe-
4 L . cH (@), TeMnepaTypsl BO3rONKH DPTY-
i (6), BpCMeHH NpoKaJuBaHHA 06-
] ] L1 1 | | pa3ga (8) H CKOPOCTH TOTOKa re-
g 10 tmon 0 4 G Ve il nust (2).

nokasaHa na puc. 2,6. Conepxaune PTyTH YyBeJHUYHBaeTCs C NOBbIILIEHHEM
TeMnepatypbl 1o G50°, mpu 3TOM pPTYTb ONpeae/sieTcsl MOJMHOCTbIO, C AaJb-
HeflIHM POCTOM TeMIepaTypel OTCUeT He H3MeHsercs. s amanusa BBHI-
Opana remnepatypa 680—700°. Msmepennsi mokasanu, 4To cojepikaliasics
B aHa/JH3HpyeMLIX 06pa3nax pTYThb TOJHOCTbLIO BbIAENACTCS B TeUeHHE
10 MuH nmpokaJuBalns obpasua (puc. 2,8). [Ipn paabHeiilieM yBeAHUEHHH
BpEMEHH NMPOKAJHUBAHUSA COAEDPKAHHE PTYTH B Npobe He U3MEHSJ0Ch BIJIOTh
10 20 MuH. Pabouce Bpemst npokaJaHBaHHsI COCTABAANO 15 MHH.

OnrtuMaJ/bHasi CKOPOCTL MOTOKA TFejHs [Js NOJaud BblAe/JeHHOH Hu3
npo6bl pPTYTH cocTaBasiaa 6—8 ma/c (puc. 2,2). Ilpu Menblielt ckopocTH
NOTOKa reJusi, pTyTL, INO-BHAMMOMY, He INOJHOCTbIO BBIAEJSETCS U3 KBap-
1IeBOTO peakTopa, a NpH 6oJblueili — NPOCKAaKHBACT uepe3 NOrJOTHTeJbHBIH
pactBop. HenosHoe yaaBiuBaHne NpH O60JLLIMX CKOPOCTSX I10TOKA TejHs
OblI0 OOHapyXKeHo NyTeM HaXOXAEHHS aTOMOB PTYTH B [OTOKe TIeJHs,
1lIpoLUIe/LIero yepe3 NorJIOTHTEbHbLIE PacTBOP.

B HaiiieHHBIX ONTHMAJIbHBIX YCJAOBUAX OBI1 NMOJYYCH KaJHOPOBOYHBIHA
1pauK 3aBHCHUMOCTH IIOIVIOIIA€MOCTH PTYTH OT ee KOJIH4UeCTBa, BBeJEHHO-
ro x o6pasuny B nuae pacrsopa HgCl, (puc. 3). KaaubpoBounhiil rpaduxk
NpeACTaBJsieT co6Oil NPsAMYI0 JHHMIO A0 3HaueHHs morjomaemoctd A=0,5,

Janee HCKpHBJseTcsi K ocu abc-
MeTtposnornueckasn xapaxrepucTuka uucc. Havano GepeT OT 3HaueHHd

HenJamMeHHOro aTOMHO-a6copOUHOHHOrO A=0144. yto 06YCJIOBIEHO COAEp-
onpejefeHns PTYTH B 125 mMr mejHoro Keka ! ’

(n=10; a=0,95) XKAHHEM pTYTH B aHaJIH3UpYyeMOM
o6pasue. YyBCTBUTEJIbHOCTb METO-
Ja 1O KpUTCPHIO 20 cOCTaBJseT
Aonepurencitf  1.10% mkr Hg umn 8-10-7 9 Hg

Hafineno Hg

104% e npu Hasecke npodnl 125 mr. OTHO-

CHTeJIbHOE CTaHAapTHOE OTKJOHe-
0,29 0,0029 0,00017 HHe MeToJa pacCYHTHIBAJH IO pe-
1,07 0,011 0,00083 3yabtaTaM ONpeneeHHst PpTyTH,
2,3 0,023 0,0012 BBEJEHHON B aHAJU3HpyeMHIH 00-
4,2 0,041 0,0013 pasel, M MO TEKyIIHM aHajJah3aMm.

B Tabauue TnpeicTaBJEHBl  pe-
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3y/AbTaThl CTATHCTHYECKOH OOGPabOTKH 3SKCHEPHMEHTAJbHBIX JaHHBIX. YcC-
TAHOBJIEHO OTCYTCTBHE CHCTEMAaTHYeCKHX INOTpellHOCTel; BeJHYHHA CJy-
4afiHbIX OTKJ/JOHEHHH CBHAeTeJbCTBYeT OO YNOBJECTBOPHUTEJNLHOH CTeNeHH
TOYHOCTH OOBEKTOB.

[IpennaraeMblii MeTOX NpHMEHEH AJi aHa/JuM3a Pyl LBETHHIX MeTaJ-
JIOB, MOJYNPOAYKTOB H OTXOLOB CBHHIOBO-LHHKOBOTO MPOU3BOACTBA (CBHH-
LIOBble, Me[Hble, HHHKOBBIE KOHLEHTPAThl, KeKH, KJIMHKCPBI, ULIAKH U AP.).

125 Mr HaBecKH aHaju3upyemoro obpasya NOMeliaJH B KBapUEBYIHO
JIONOUKY IJsl MHUPOJNH3A, n00aBasnn | r peakuuoHHoil cmecu (5 :4), Tuia-
TeJIbHO NepeMelnBan. JIOQouKy rnoMcila/ln B KBapUCBLIH peakTop, 3aKphl-
BaJi C LIHPOKOH CTOPOHBI NPOGKOGH ¢ OTBEpPCTHEM [Jlsl MPONMYCKAaHHS NOTOKA
rejus, rnoMeuasy B neun, narperyio o 700°. K OTTSIHYyTOMY KOHLY NpH-
coequHsiin Gapborep, onyileHHHMH B npobupky ¢ 10 ma 0,1 H. pacrBopa
HOJa B HOAMCTOM KaauH. [1MpOJH3 1OATrOTOBJICHHOH TaKHM 00pa3oM npoosl
qauacsa 15 mun npu temneparype 700° u ckopocTH MOTOKa redus 7 MJ/c.
3arem otcoeaunanu 6Gapborep, cMbiBaiu ero 1—2 ma 0,01 un. pacrBopa
wona. B norsoTHTesle MO Mepe NPOXOXAeHHS NMPOAYKTOB JIIHPOJIH3a MOXET
NOSBUTLCSl OCALOK B pe3yJrtare H30BITKA nHutpara Mmaruus. Ilpu stom mo-
JYUeHHBI KOHLEHTPAT cJjaeAyeT npodHabTpoBaTbh. V3 HOAHOrO KOHUEHTpa-
Ta pPTyTH B NpoOUPKy npuBopa oréMpajH asiHKBOTHYIO YacTb, COAepiKa-
‘myto 0,01—0,03 mxr Hg, npu Heo6xonumocTH pa3Gasasiii BOAOH 10 2 MJ,
#3 nyabBepusartopa aob6asasan 0,2—0,3 Ma cOHPTOBOrO pacTBOpa JHOKCH-
MajsienHoBoit kucaoter u 0,5 ma 20 %-ro pacrsopa NaOH. Ilpu stom cBs-
3bIBAJICS 3JEMEHTHBIH HOJ K COAeprkallasici pPTYTb BOCCTaHAB/HMBaJNach A0
3JeMeHTHOro cocrosiius. IIpobupKy nopcoeinHsIH K (OTOMETPY H NPOH3-
BOAHMK u3MepeHHe. TakuM >xc 06pa3oM NPOBOAMJHM XOJOCTOIl ONBIT, 3HA-
yeHHe KOTODOTO VYHTLIBAJM IpPH pacueTe COJACPXKAHUA PTYTH B INpobe
no MeToay A00aBoOK.

Coaepxanue pPTYTH B aHaun3upyeMeix ofbpasmax cocrasasiio 10-3—
105 %. Metox mpoBepen 06paGOTKOH CTATHCTHUECKHX JaHHBIX ONpejese-
HHS BBelJeHHOH B oOpasel PTYTH U NPH ONpeleseHHH COAepXKaHuns PTYTH
B HEKOTOpHIX obpasuax. CraHgaprHOe OTK/AOHEHHe eIHHHYHOTO oOlnpejeJe-
HHs1 He mpesbiiwaer 7 otH. %. Ilpeaen oGHapy:keHus: cocraaser 8-10-7 %.
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