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PaspaboraHa 1 vcnibiTaHa METOAMKA OIpeIe/ICHUST OOIIETro yriiepoaa B Majibix HaBeckax cephbl (0.1—1.51) u
ee JIETYYMX W HeJIeTydnXx Mpumecsx. MeTonuka 3akimodaercs B MK-criekrpoMeTpruecKoM omnpeneieHun
YIJIEKUCIIOTO Taza, obpasylolierocs npu okuciaeHuu okcunom Meau(Il) mpoosl cepbl, HeeTy4ero ocrarka
WY Ta30Bou ¢pakuum npuMeceit. Ilpenen ooHapyxeHus yriaepona coctaBui 0.3—1.5 MKT, ITOTpelTHOCTD
onpeneneHust — 20%. OmnpeneneHO coaepXaHue yriepona B o0pasiax cepbl pa3IMYHOTO IMTPOUCXOXKICHUS
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BBEAJEHUWE

AKTyalbHOM 3adaveil Ipu IOJIydeHUU XaJlbKOore-
HUIHBIX ONTUYECKUX MATEpPHUAJIOB SIBJISIETCSI KOH-
TPOJIb COJIep>KaHUsI 1 TIOBEeIeHUsT TTIpUMeCH yTiepoaa
Ha BCeX JTamnax MX NPOM3BOICTBA. DTa MPHUMECHh B
dopme CS,, CSe,, COS, CO,, yrneBonopojioB U yr-
JIMCTBIX YACTUILL BbI3bIBAeT N30BITOYHOE CEJIEKTUBHOE
MOIJIOIIEHNE M paccestHruE M3JTy4eHUS B XaJIbKoTe-
HUOHBIX ctekiax [1—3]. [Ipumecn yriaeBomopomoB B
XaJIbKOTeHax SIBJISIIOTCSI ICTOYHUKAaMU BOJOpO/Ia, 1a-
IOIIIETO MOJIOCHI CEJIEKTUBHOTO IoroiieHus S—H u
Se—H B o6iacTu 1mpo3padyHOCTH XaJbKOT€HUIHBIX
crekos. OCHOBHBIM MCTOYHUKOM YIJIEPOA- U BOJO-
polIcoaepxXaliux IIpUMeceil B CTEKJIaX Ha OCHOBE
CyIb(hUIOB MBIIITBSIKA M TepMaHUS IBasIeTCs cepa [1,
4]. CopepxaHue yrjiepoJa B KOMMEPUYECKOI cepe
pa3HbIX MapokK gocturaet seauuuH 1072—10-3 mac. %
[5]. B crexkinax, npenHa3HAaYE€HHBIX [UISI U3TOTOBJIC-
HUST BOJIOKOHHBIX CBETOBOIOB C OIITUYECKUMU MOTE-
psmu B cpeaHeM MK-mmamasoHe Ha ypoBHE coO-
CTBEHHBIX, COAEpKaHUE yIilepoaa B cepe He JOJDKHO
npesbiath 1076 mac. % [1, 6].

B nuteparype onmrcaHbl METOIBI OIIPEICICHMS OT-
JIelIbHBIX (POPM YIJIEPOIA B CEPE MO UX CEIEKTUBHOMY
nornomeHnio B MK-criekTpax pacriaBa 1mobo ¢ mo-
MOIIBIO ra3oxpoMaTorpadpru4eckoro aHajan3a ra3oBoii
dpakunK, NOy4eHHOI TPU BAKYYMHOI SKCTPaKIIUH,
1 HeKoTtopbie npyrue [7—9]. HM3BecTHbIE METOIbI
oIpeie/ieHUs OOIIEro yriepoaa B cepe OCHOBaHbLI Ha
MepeBoie BCeX YIIEPOACOAEpXKAIlUX MpUMeceil B
yIOOHBIE [IJISI aHAIM3a BEIIECTBA. DTU METOIbI BKIIO-

4aloT OKHUCJICHUE YIJIEPOACOIEpXKaIIuX IIPUMeECEil
Kucjaoponom, cepoit uim okcunom meau(Il) no CO, u
CS, 1 ux HerocpeACcTBEHHOEe ra3zoxpoMarorpadpuye-
CKOE OIIpelIeIcHNEe WM TUTPOBAHME PacTBOpa THII-
pokcuaa 6apusi, norinotusiiero CO, [5, 9—13]. T1pe-
JieJ oOHapy:KeHUsI OOJBIINMHCTBA METOAUK COCTaBJISI-
er (0.1-1) x 10~* mac. %. HUx HemocTarkaMu
SIBJISIFOTCSI OTHOCUTEJILHO CJI0KHASI CUCTEMa HallycKa
MpOOKI, MCIOJIb30BaHMUE aIlllapaTypbl ¢ KpaHaMU U3
MoJUTETpaTOPITUIIEHA Y BCTIOMOTaTEIbHBIX ra30B,
SIBJISIIOIIMXCS. TTOTEHLIMAILHBIMA MCTOYHUKAMU YT-
Jepona.

PasznmuyHoe mpoucxoxXxaeHue cepbl, HMCIOJIb3ye-
MOM IJISI TTOJTYyYE€HUSI BBICOKOYMCTHIX XaJbKOTCHMUI-
HBIX CTEKOJI, 00yCJIaBIMBaeT pa3UYHbIiI COCTaB ee
YIJIEPOACOIe PKAIIUX [IPUMECET M X OTJIMYAIOIIeeCs
MoBeJIeHNE B ITporeccax ogyncTku. Jimss odbocHoBaH-
HOTo BbIOOpa 3(pPEKTUBHOI'O CIIOCO0A OUUCTKHU CEPhI
OT TMIPUMeECE, coliepKallluX YIJIepo, WU €ro MOAY-
duKanmit, HeOOXOOAUMO WMMETh IIpelCTaBIIEHUE 00
o0lIeM coaepXaHUM yIJiepoaa B MCXOMHOM M OYM-
IIIEHHOI cepe, ero MOBEACHUU U pacHpelelieHUn B
JIETYYMX M HeJIeTYInX (ppakKumsax ouncTku. CBeneHmiA
0 collep>XXKaHUM YTJIepoaa B pa3HbIX (PpaKIIMUIX OUUCT-
KM CepHbl B IUTepaType He oOHapyxeHo. TakuMm obpa-
30M, aKTyaJlbHOII OCTaeTcsl pa3paboTKa METOOUKU
ompeJeJIeHUs yIiiepoia B cepe ¢ IIUPOKUM IMana3o-
HOM €TO COIIepXKaHMsI, a TaKXKe B Pa3HBIX (PPaKIIMIX
€€ IMCTUISILIUOHHON OUYMCTKU.

Llenpio paGoThl GBLIO CO3MAHKUE METOAUKM OIpe-
JIeJIeHUsI TIpUMECH YIJIepojia B HaBeCKaxX cepbl Mac-
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Puc. 1. Cxema KBapleBOTO peakTopa sl onpeneieHus
00111ero yriaepoaa B cepe (a), ee HeJeTy4YrX (a) U JISTy4HnX
nmpumecsx (0): 1 — ammyna; 2 — HaBecKa Cephl WIN HeJle-
TYy4Yuii OCTaTOK, WIM rpagyupoBouHas cmech; 3 — CuO;
4 —ammysia Il TPOMEXYTOYHOTO KOHLICHTPUPOBAHMUS
MPOAYKTOB OKMCIIEHUsI; 5 — MUKPOKIOBETa; 6 — amITyJjia ¢
JIETYYUMM TIPUMECSIMU; 7 — TOHKOCTEHHAas CTEKJISTHHasI
reperoponaka; § — MarHUTHBINM 00EK B 3amasstHHOM KBap-
LIeBOM TPYOKe; 9 — MecTa OTIIanBaHUS.

coit 1—2 r 1 ppakumsIx ee TUCTUUISIIUY B IUATIa30HE
koHueHTpauuii (1-300) x 10~* mac. %, ucciaenosa-
HUE paclpeneeHus yriaepoaa Mpyu OMIHOKPATHOM Tu-
CTIIISAIINYU CePHl U XapaKTepu3alus 00pa3iioB cephbl
Pa3TMIHBIX IIPOU3BOAUTENCH ITO STUM TTapaMeTpaM.

BSKCINEPUMEHTAJIbHAA YACTb

B pabote uccieqoBaHbl 00Opa3lbl ra30BOM Cephl
(C.-I16., Poccus), cepmt OCY 15-3 (JlenuHrpan,
CCCP), 6N (All-Chemie Ltd.) u OCY 16-5 (Ho-
puibck, Poccust). CooTBeTCTBYIOLIME 000O3HAUYCHMUS
oopazuos Cl1, C2, C3, C4.

INpemnaraemast B paboTe MeTOIMKa OCHOBaHa Ha
BBICOKOTEMIIEPATYPHOM OKMCJICHUM YIJICPOACOIEP-
Xalmmx TIpUMeceii B HaBecKe Cephbl, HeJIeTydeM
OCTaTKe U Ta30BOiil (ppakiiy, oOpa3yoLIXcs IIPU e
OTTOHKe, M TociuenyioneM MK-crekrpomerpude-
CKOM OIIpeJieJICHUN YTJIEKMCIoro rasa. B kadecTtse
oKucIMTeNs ucronb3oBaiu okcua Mmeau (1), obaana-
JOILIUI OKUCIUTEIbHBIMU CBOMCTBAMU U SIBJISTIOIIMIA -
¢S ICTOYHUKOM CBOOOTHOIO KHUCJIOpOAa IIpU Harpe-
BaHuu 10 800°C [14]. YrpollleHHO cxeMa OKUCIEHUS
yraepoaconepKaninx IpuMeceir MoKeT OBITh OITHCa-
Ha CJISAYIOIIMMM YPaBHEHUSIMU peaKIiIvii:

3S + 2Cu0O — 2CuS +S0O,, SO, +C — CO, + S,
C+2Cu0O — CO, + 2Cu,
CH, + (2x+y/2)CuO — xCO, +
+ y/2H,0 + (2x + y/2)Cu,
CH, +(x +y/4)SO, — xCO, +
+ y/2H,0 + (x + y/4)S.

151 OKHUCAEHUST Cepbl, BBIACICHUS U OKUCIECHUS
ee JIETy4YUX U HeJIeTydrX (hpakiuii IpuMeceii mprume-
HSUIU LIeIbHOMAsTHBIE KBap1lIeBbIE peaKTOPhI, IIpeaBa-
putenbHO obpadoTaHHble cMecbio HCl u HNO;, nipo-
MBbIThIE U ITpoKasieHHbIe ripu 800°C B TeueHue 1 4 mist
yaajeHus] ITOBEPXHOCTHBIX YIVIEPOACOAEPKAIINX 3a-
rpssHeHuii. Oxkenn menu(Il) kBamdukamm “x. 4.”
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TaK:Ke rmoasepraiu rnpokagauanuto npu 800°C nepen,
OKHCJIEHUEM IIpO0.

CucremMa BaKyyMUPOBaHUS TIpeACTaBIIsljia COOO0i
TypOOMOJIEKYJISIpDHBIN Oe3maciisiHblii Hacoc Pfeiffer
Vacuum HiCube 80 eco u coequHeHHYIO C HUM KBap-
LIEBYIO JIOBYLIKY, IOMELIEHHYIO B XUIKUIA a30T.
ITpokajieHHBII peakTop C OKUCIUTENIEM, KIOBETOI U
nmpo6oii NpunanBajiv K JOBYLIKE, U TTOC]e BaAKyyMU-
pOBaHUs U OTIAaMBaHWSl HUKAKUE €ro BHYTPEHHUE
YacTU U CONEePXKMMOE Ha 3Tarax OKHUCJIEHUs ITPOOHI,
KOHILIEHTpUPOBaHUs yriekuciaoro rada u MK-cnek-
TPOCKOIIMYECKUX U3MEPEHUII HE KOHTAKTUPOBAIU C
BHEILHEN Cpenoii.

Peructpanuio MK-cnekTpoB 00pa3iioB IMpOBOIU-
JIM B KBaplieBoii MUKPOKIoBeTe 00beMoM (.24 M1 Ha
HNK-Dypre-cnekrpomerpe Tensor 27 (Bruker, I'ep-
MaHMS) IIPU CIIEKTPAILHOM paspenieHun 4 cm~!. Ok-
Ha MUKPOKIOBETHI U3rOTaBJIMBAINA U3 TOHKOTO KBap-
1IEBOro CTeKJa C colepxKaHuem Boaopoaa B ¢opme
OH-rpynn menee 10~* mac. % nusa obecrieyeHus ee
MaKCUMaJIbHOI TPO3pauyHOCTU B CIIEKTPATbHBIX 00-
JIaCTSIX MomIoleHus yrinekucioro raza: 3500—3800 u
2200—2450 cm~ L. Tlpu comepXaHUM yIepoaa B aHa-
JIM3upyeMoii mpobe MeHblile 30 MKT B Ka4ecTBe aHa-
JIMTUYECKUX JIMHUI HCIIOJb30BaIU MOJOCHI TOTJI0-
menust CO, B ob6mactu 2200—2450 cm~!, mpum
0oJIbllIeM COlepXXaHUM yrjiaepoaa — MOJOChl MOIJIo-
meHus B obsactu 3500—3800 cm— .

ITocTpoenue rpaayupoBounbix dyHkuui. /Ins mo-
CTPOEHUSI I'PaAyUPOBOYHBIX (DYHKLIMKI ObLIU NIPUTO-
TOBJIEHbl MexaHuueckue cmecu dymiepeHa Cg,
(99.0 mac. % OCHOBHOIO BeIlECTBa) C MOPOIIKOM
MPOKAJICHHOTO KBaplIeBOIoO cTeKJa. ToYHble HaBEeCKU
aTHX cMeceit, conepxkarue ot 0 mo 515 mkr Cqy, (6 3Ha-
yeHuit), copmecTtHo ¢ 0.25 r cBexxenpokaieHHoro CuO
BaKyyMHPOBaJIX B KBapLIEBhIX aMITynax (puc. 1a), mo-
cJie 4eTo peakTop OTIanuBalu U IporpeBaiv amnyiy /
B IJJAMEHU KUCJIOPOIHO-TIPOTNAHOBOI TOPEJIKU JJIs
okuciieHust Cgq,. Boiaensitomuiics CO, nocinenosa-
TeJIbHO KOHLIEHTPMPOBAJIU B IIPOMEXKYTOUHOM aMmITyJie,
3aTeM B KIOBETE MyTEM OXJIAXKACHUS XKUIAKUM a30TOM.
ITocne sToro koBety oTrtanBayiv. [ToTHOTY cOopa mpo-
JIYKTOB OKUCJIEHUSI KOHTPOJIMPOBAIM MO OTCYTCTBUIO
HOBOI'O KOH/IEHCAaTa Ha BHYTPEHHUX CTEHKaX aMITyJibl
WJIX OTBOAHOTO Kaluuisipa KIOBETbI TTPY UX JOTIOJTHU-
TEJIbHOM TIOTPY>KeHUM B XKUIKUU a3oT. Bocmpousso-
IUMBblE 3HAYE€HUS AaHAJIUTUYECKOTO CHUTHajla Co
CTaHIApPTHBIM OTKJIOHeHueM MeHee 0.1 mpu MHOro-
KpaTHOM OIpeAesieHUN yriepoja B I'padlyupoBOY-
HBIX cMecsIX (n = 3—5) ObUIM MOJIy4€HbI IIPU BpeMEHU
KOHJIEHCALIMU TTPOIyKTOB OKUCIEHUS 15 MUH.

st peructpaiiiu (hOHOBOTO CITEKTpa KIOBETHI yT-
JIEKVICJIBII ra3, CKOHLIEHTPUPOBAHHLII NIPU OKUCIIE-
HUM TIPOOBI, HAMOPAXKMBAIU XUIKUM a30TOM B OT-
BOJIHOM Kanwuisip. JJjst 3TOro UCIOb30Bald caMo-
JelbHbII KBaplLeBblil Mukpococyn pioapa. He
MEHSISI TIOJIOKEHUE KIOBETHI B CIIEKTPOMETPE, Pa3MO-
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pakWBaJI TPOMYKTHl OKUCICHMS W 3alTUCHIBATIA UX
MK-cnexkTp. MU3mepeHus nmosropsuii 3—5 pas.

Onpenenenne odmero yriaepoaa B cepe. s ornpe-
JieJeHus o01Iero yriepoaa B cepe HaBecKy 0.1—1.5 T
BMecte ¢ 0.025 r cBexxenpokaneHHoro CuO momenia-
JIM B IpOKaJIeHHYIO KBapieByto amnyny I (puc. 1a).
AMITyJly BaKyyMUpOBaJIu U MOJABEpraau TepMooodpa-
6otke ipu 800°C B TeueHuUe 4 4. [IpoAyKTHI OKMCIIE-
HUS MTOCJIEA0BATEIbHO COOMPAJIU B MPOMEXKYTOUHYIO
aMmITyny 4, oxJlaxKIaeMylo XUJIKUM a30TOM, 3aTeM — B
ktoBeTy. Ilocie ee ormanBanus npoBoawan MK-cnek-
TPOMETPUIECKOE OIpee/IeHr e YIJIEKUCIIOro Trasa.

Hanuuue SO, B mpoaykTax oKUCJIEHUs TPOObI 3Ha-
YUTEJIbHO OCJIOXHSIET OIpeeICHUE MaIbIX KOJINYECTB
yriaepoaa. OTo 00yCJIOBJIEHO TeM, UTO MOJIOCHI MOTJIO-
menust CO, B obnactu 2200—2450 cM~' HEIOCTYIHBI
JIJT1 I3MEPEHUSI C JOCTaTOYHOM TOYHOCTBIO 13-3a HAJIO-
>KeHus nojioc noroieHus SO,. 7151 CHUXKeHUs BIIUS-
HUs1 SO, Ha mpenen obHapyXeHUsT YIJIEKMCIIOro rasa
MIPU aHAJIM3¢ CePBI C COIEepKaHUEM YIJIepoaa MeHee 2 X
x 10~* mac. % yrneponconepxariye IpUMecH B Ipobe
npeaBaputebHO nepeBoamin B CS, u COS ee Harpe-
BaHMEM B BaKyyMHpOBaHHOI1 amIryie / (puc. 1a) rmpu
800°C B TeueHue 4 4 6e3 ucnoab3zoBanus CuO. Co-
r1acHo [9, 10], creneHb mpeBpallleHUsT YIJIepoaCO-
JIepXalux IIPUMeceil B 3TUX YCIOBUSIX TOCTUTAET
97%. O6pasyioniuecst CS, u COS cobupanu 1 OKUC-
JISII B OTAEAbHOI amryne 4 (puc. 10), Kak U mpu
onpeaelIeHUM yriepoia B JISTyIrX IIPUMECSIX

C82 + 302 = C02 + 2802,
COS +3/20, = CO, +S0,.

KonuyectBo o6pasymoiierocs SO, B 3TOM ciiyyae Obl-
JIO MEeHBbIIIe, YeM MPU OKUCTIeHUU TIpookl cepbl CuO,
u He Metanao MK-crekxTpoMeTprmuecKoMy orpeaesie-
Huto CO,.

OmnpeneneHne yriepoaa B HeJeTydeidl M JeTydei
¢pakuusx npumeceii cepol. 1 BblIeJICHUST HEJIETY-
YUX W JIETYYUX MOpUMeceil U3 cepbl MCIOJb30BaIU
YCTaHOBKY M3 KBapleBOIo CTeKJia, NTOKa3aHHYI Ha
puc. 2. HaBecky cepbl 1—1.5 r ucnapsau npu 150°C u
HEIMpepbIBHOM BaKyyMHpOBaHUU cucTeMmbl. [locie
MMOJIHOM OTTOHKM CEPbI OTIIauBaIU MCTIApUTEND I C He-
JIETYYUM OCTaTKOM U MPUEMHUK 3 C 3aMOPOXKEHHBIMU
JIETYYUMU TIPUMECSIMU U TPOBOAMIIN ONIpeie/ieHre yT-
Jiepoia B HUX C UCITOJIb30BaHEeM KBaplIeBbIX peaKTO-
pOB, cXeMa KOTOPbIX MpUBeIeHa Ha puc. 1.

IIpu anamize nerkoneryumx mpumeceid 0.025 r
OKMCJIMTEJISI TIOMEIIAIM B IPOMEXKYTOUHYIO aMITyly 4
(puc. 10). ITocne BakyyMupoBaHUsI peaKTopa 1 OTIIa-
WBaHUS OT BAKyYMHOTIO I10CTa pa30MBaJIi TOHKOCTEH-
HYIO IIEPEropojKy MarHUTHBIM OOMKOM, mepeMopa-
XKMBaIU JIETKOJIETy4re MIPUMECH B IPOMEXKYTOUHYIO
ammyny 4 v otrmanBanu. [1pu aHamm3e HeJleTydnx Ipr-
Mecell KOJIMYeCTBO OKUCIUTeasa coctapisio 0.25 1.
OxuciieHre HeNeTy4YrX U JIETYy4uX IIpuMeceil IIpoBO-
W HarpeBaHWEM aMITyJl / Ui 4 COOTBETCTBEHHO B
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Puc. 2. Cxema KBapleBOTO peakTopa ISl BBIAEICHUS 13
cepbl HEJIETYUUX U JIETY4YUX NpuMeceit: / — ncrnapurelb,
2 — NpUeMHUK, 3 — aMmyJia 1isl cOopa JeTyuux Ipume-
ceit, 4 — cocyn Jlploapa ¢ XUIKUM a30TOM, 5 — HaBecKa
cepbl, 6 — Medb CONMPOTUBIICHUS, 7 — CTEKJISIHHAs Tiepe-
ropojaka, § — MecTa oTIauBaHUsI.

IUIAMEeHH KUCJIOPOIHO-TIPOTIaHOBOI ropeiiku. Omnpe-
neneHre CO, B KIOBETE OCYIIECTBIISIIN 1O BBIIIIEOTTH -
CaHHOM METOIUKE.

MdazoBbIil cOCTaB HEJIETYYEro OCTaTKa IoCce Iie-
PETOHKH Cephbl ONpEene/sUIM Ha PEHTT€HOBCKOM M-
dpakromerpe XRD-6000 dupmbl Shimadzu B Cuk,,-
U3JIydEHUU B AUaria3oHe 3HadeHwuit 20 = 10°—60°, ¢
mwaroM 0.02°. g nneHtudukanmm a3 UCHOIb30-
Bayin 0a3y naHHbix ICSD PDF2.

PE3YJIbTATbBI OKCITEPUMEHTA

I'pagyuposounsie ¢ynkuuu. Ha puc. 3 npuBeneHbI
MK-crnekTpbl NpOIycKaHUsI MPOAYKTOB OKUCICHUS
HEKOTOPBIX IPagyMpOBOUYHBIX cMecell ysiepeHa ¢
KBapIIeBbIM CTEKJIOM C Pa3IMIHBIM COIep>KaHUEeM
yriaepoaa. 3aBUCUMOCTU WHTErpajbHOM MHTEHCUB-
HocTu Tojoc norjouweHuss CO, B obnactsix 2200—
2450 1 3500—3800 cM~! oT conmepKaHuU yriaepona B
CMeCH OIMMCHIBAIOTCS YpaBHEHUAMM IIPSIMBIX BUIA
C=kS, rone C — conepxaHue yrjiepoja B IIpooe, MKT;
k — xKoa(duLMeHT, 00paTHBIA KO(PHUIIUEHTY YyB-
CTBUTENBHOCTU, MKI/CM~2; S — MHTerpajbHasi WH-
TEHCUBHOCTb COOTBETCTBYIOLIMX MOJOC IOTJIOIIe-
Hust, cM~2 (puc. 4):

Co0-2450 = (1-07 * 0-06) 85200-24505 (1)
Css00-3300 = (5-74 * 0-03) 835003800+ (2)

Bripaxxenue (1) mmonydeHo ajisi MHTEpBajla CoOaep-
XaHus yriepoaa B 1pode ot 0 mo 14.9 mxr, (2) — mis
nHTepBaja oT 4.8 1o 514 mkr. JloBepuUTEeabHBIN WH-
TepBaa Koa(pHUIUEHTA IIPOITOPLUNOHAILHOCTU IIPU-
BelleH JUTS ITOTPEITHOCTH 95%. 3HaYeHWe XOJI0CTOTO
omnpITa — 0€3 rpaIyupOBOYHOM CMECHU C HaBECKOM
okucimurenst — cocrtaBsuiao 0.1 MKr yriepona.

M3-32 BOBMOXHOr0 MHOTOKPATHOI'O OTPaXKEHUS
Jiyda B KIOBETE MaJIbIX T€OMETPUUECKUX Pa3MEPOB 3a-
BucuMoctu (1) u (2) cripaBedIMBBI JUIIb IJIsI KOH-
Ne 8
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Puc. 3. UK-cniekTpsbl IpoItyCKaHUs IIPOAYKTOB OKMCJICHUS IpalyMPOBOYHBIX cMeceil ¢ comepxaHueM ¢yuiepeHa 0 (xonocToit

ombiT) (1), 0.45 (2), 14.9 (3), 117.8 (4), 514 MKT (3).

KPETHOI MCIIOJb30BAHHOI KIOBETbl 1 KOHKPETHOTO
CIIEKTPaJIbHOT'O pa3pelleHusl.

Oo60mee comep:kanue yriaepoaa B cepe. MK-crnek-
TPBI TIPOAYKTOB OKUCJIEHUS CEpPhl U YIJIEPOACOAEP-
XKalmx ImpuMeceil mpuBeneHbI Ha puc. 5. OHM conep-
>kaT rostock! nornoweHust SO, u CO,, yacCTUYHO Tiepe-

KpbiBafonecs B odnactu 2200—2450 cm~!. TTonockl
nomoieHust COS otcytcTBytoT. Pacuer comepkaHust

C, MKT
500

400 -
300
200

100

0 20 40 60 80 100
S, cm 2

Puc. 4. 'panynpoBoYHbIC 3aBUCUMOCTH COACPXKAHMST yT-
Jiepojia B HaBeCKe OT MHTeTrpaibHON MHTEHCUBHOCTH O~
soc nornomenust CO, B obmactu 2200—2450 (/) m 3500—
3800 cM~! (2).
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yrjaepona B Mpo0Oe MPOBOAWIM MO MHTErpPaIbHOM WH-
teHcuBHocTH nojoc CO, B obmactu 3500—3800 cm—.
PesynbTathl onpeneneHus yriepoaa B 00pa3iax cepbl
npuBeIeHBI B Tab. 1.

Kaxk 6b110 oTMeueHo, ipucytctBue SO, B TpoayK-
TaX OKWCJIEHUS ITPOOKI AeJIaeT HEBO3MOXKHBIM OIIpe-
neneHue Manbix KojqudectB CO, B CHEKTPaIbHOM
nuarnaszone 2200—2450 cm~!. JIng onpenesieHus Me-
Hee 5 MKT yriepona (HIDKHUM IIpelesl MOCTPOSHUS
rpamyrpOBOYHOM 3aBUCUMOCTH (2)) IO I10JI0CaM I10-
rnoweHus CO, B o6mactu 3500—3800 cm~!, B KOTO-
poii oTcyTcTBYET norioieHue SO,, HE0OXOAUMO UC-
MM0JIb30BaTh MPOOY Maccoii boJjiee 2 T' U peakKlIMOHHBIE
aMIIyJIbI 0OJIBIIETO 0ObeMa BO M30eXXaHMe IIPEBBIIIIE-
HUS W30BITOYHOTO NABJICHUS TP TEPMOOOPaOOTKE
2 at™. 111 CHUXXKEHUsI MUHUMAaJIbHOTO OIlpeaesie-
MOT0 MO IpaaydpoOBOYHOIT 3aBUcUMOCTH (2) comep-
KaHWS yIjiepoaa 1 IS IIPOBEPKU MPaBUIbHOCTU Me-
TOOUKHU OCYIIECTBJICHO OIlpelesieHUe OOIIEero yrie-
pola B HaBecKax cepbl pasHoif macchl (0.1—1.6 r).
ConepxaHue yriepojia B pa3HBIX HaBeCcKax Cephl
C2—C4, paccuuranHoe 110 (2), OIMHAKOBO B IIpe/e-
Jax morpenrHoctu onpeaenenus 20% (ta6na. 2). Dro
CBUIECTEJILCTBYET O IPAaBMJIBHOCTH METOIMKHU 1 BO3-
MOXKHOCTH MCITOJIb30BaHUSI 3aBUCUMOCTHU (2) B pac-
IIMPEHHOM MHTEpBajie COIepXKaHUs yriepoga — OT
1.5 no 500 MKkr.

IIpenen obHapyXeHMsI OOIIETO yriepoda B cepe
coctaBua 1.5 mkr. IlpeaBapurteiabHast TepMooOpa-
0OTKa cephl ¢ LeJIbIO IePeBoIa YIIEPOACOAEPKAIIIMX
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Puc. 5. UK-criekTpbl moriomeHus poaykToB okucieHus cepol C1 (1), C4 (2) u CS5 (3) npu onpeneeHUM o0IIero yriiepoaa.

npumeceii B CS, 1 COS 1 MUHMMU3aLlMU MELIAoIIe-
ro BiavsgHus SO, B cieKTpaJlbHOM auarnaszoHe 2200—

2450 cM~! Mo3BOJIMIIA CHU3UTD ITPEE OOHAPYKEHUS
yrinepona no 0.4 mMxr B cepe C5, mogBeprayToil no-
TMOJITHUTEBHOI OYMCTKE.

OmnpeneseHne yriepoaa B HejleTydeM ocTtaTke. K-
CTIEKTPHI TTOTJIOMICHUS M COIepXKaHKe YIyIepoaa B He-
JietyyeM octaTke obpasioB C1—C4 B nepecuere Ha
HaBeCKY cephl ITpUBeAcHBI Ha puc. 6 1 B Ta6i. 1. Ye-
TBHIpEXKpaTHOE oIpenesieHre yriepoaa B oopasie Cl
TMO3BOJIMJIO PACCUMTATh OTHOCUTEJBHOE CTaHmapT-
HOe OTKJIOHeHUE — 14% W MOBepUTEIIBbHBINM MHTEPBAJ
npu 95%-Hoit TOBepUTEIHLHOM BeposITHOCTH — 22%.
JocTaToYHO BBICOKOE 3HAUYCHUE MOTPEITHOCTH, IO~
BUIVMOMY, CBSI3aHO C HEOTHOPOIHBIM paclipeielie-
HUeM mpuMeceil B mcciiemyemoii cepe. I1penen o6Ha-

pyXeHusl yriepoia B HeJeTydyeM OCTaTKe, paccyu-
TaHHBIN TI0 YTPOSHHOMY 3HAYEHUIO XOJIOCTOTO 3KC-
rnepuMeHTa, coctaBui 0.3 MKT.

Pentrenorpammebl Hesetydero ocrtarka cepbl C1 u
C4 cBUIETEIBCTBYIOT O €0 OJMHAKOBOM KauyeCTBEH-
HOM COCTaBe: KBapll, aHTuaApuUT u muput (puc. 7). Co-
JepxXaHue 3TUX mpuMeceil B oopasiue Cl coctaBUIo
66, 28 u 7 mac. % cooTBEeTCTBEHHO, B 06pa3ie C4 —
21, 46 n 33 mac. %. Ha peHTreHorpaMmax mpucyTCTBY-
IOT MaJIOMHTEHCUBHBIE pediekchl B odmactu 22.0° u
27°—28°, maeHTU(PULUPOBATL KOTOPBIE 3aTPyIHUTEb-
Ho. KapOoHaThI, CKIIOHHBIE K BBIIEJICHUIO YIJIEKUCIIOTO
rasa IpHy IpoOKaJIuBaHUU, B HEJIETyYeM OCTaTKEe OTCYT-
CTBYIOT. [IpenmnoyioxXuTenbHO, YIJepoa B HeleTydyeM
OCTaTKe Cephbl CONEPKUTCS B (popMe peHTreHoaMopd-

Ta6mauna 1. ConepxaHue yriaepoaa B HeJIeTydeM OCTaTKe, JITKOJIETYYUX MPUMECSX U 0011ee cojepXKaHue yriepoaa B ce-

pe pa3HBbIX MapoK

c CozepxaHue yrieposia B epecuere Ha cepy X 104, mac. %
epa
HeJIETyYHil OCTaTOK JIETKOJIETyIre TIPUMECH ob11ee conepxXaHue
Cl 198 * 44* 2.3+0.5 224 + 45
C2 0.5x0.1 0.3+0.1 11+2
C3 0.4+0.1 0.3+0.1 13+£2
C4 0.13+0.03 0.4+0.1 20+ 4
C5** — - 0.4+0.2

* CpeiHee YEThIpEX ONPENEIEHUIH, IUIsl OCTAIBHBIX — 10 OTHOMY OIPEIEIEHUIO.
** Cepa C4, 1OTMOJHUTENIBHO OYMIIEHHAs [T0 METOAMKE, aHAJIOTUUHOIA [15], BKTIovaromeit Karanutuieckoe okuciaeHue Ha CeO,.
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COIJEPXAHMUE YTJIEPOIA B CEPE

Taomua 2. ConepkaHue yriepoa B pa3HbIX HABECKaX Cephbl

HaiineHo yraepona
Cepa Hasecka, r
MKT %104, mac. %
C2 0.129 1.6 12+2
1.590 17.5 11+2
C3 0.131 1.4 11+2
1.601 20.8 13+2
C4 0.117 2.7 23+ 4
1.428 28.6 20+ 4

HbIX (1)33 — CaXXl 1 yrja€BoaopoaoB ¢ MaJIbIM YMCJIOM
aTOMOB BOJOpOaa.

Conepxanue yrjiepoaa B JieTydyeii )paKuum cepbl.
Ha puc. 8 npusenen MK-cnekrp morjioliieHus Jer-
KoJsieTyunx rmpuMeceii cepbl C1 1 IIpOOYKTOB UX OKHC-
neHus. Ot npnMecu npenactapiaeHbBl CO u COS. Pe-
3yJIbTAThl ONpPEAeeHUS YIJIepoaa B JIETyUYUX IIprUMe-
cax cepbl C1—C4 mpuBeneHsl B Taba. 1. JAnokcun
cepnl, oopasyroiuiics npu okucieHnu COS, He mpo-
apasieTcss B MK-criekTpax 1 He MelaeT ornpeaeieHUIO
yraepona B ¢popme CO,. [1penen oOHapyKeHUS yriie-
pona B neTy4deil ppaknuu coctaBuia 0.3 MKT.

OBCYXIEHMWE PE3VJIbTATOB

Pa3paboTana MeTonmka, IO3BOJISIOIAsT OIpeae-
JISITh cofepXKaHNe IIPUMECH YIJIEpOAa B cepe U ee Jie-
Ty4eil U HejleTydell (ppakiugx B IIMPOKOM AUaIia3o-
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He KoHIeHTpauuii. OrpaHUYEeHUEM METOIMKHN II0
MakKCHMaJbHOMY COJIEPKaHMIO yIiIepoaa B IIpode SIB-
Jisercs Bo3pactatoliee nasieHue CO, B kiosete. [Tpu
onpeaeneHnm 6oiee 500 MKT yriaepoaa n30LITOYHOE
IaBJIEHHWE B Helt mocturaet 3 at™. s onpeneiieHus
OOJIBIIIMX KOJIWYECTB yIiIepoia HeOOXOIMMO YMEHB-
11aTh MacCy aHAJIM3UPYeMOTo oOpa31ia Uil UCTIOIb-
30BaTh KIOBETY OOJIbIIOTO 0ObeMa. [Ipenesr ooHapy-
XKEHHUsA Yyrijaepoga 3aBHUCUT OT YYBCTBUTCIBbHOCTU
HMK-cnekrtpomerpuueckoro onpeaeneHuss CO,, me-
watouiero BiausHusg SO,, ob6paszyrouerocsi Ipyu OKUcC-
JIeHUM cepbl, Melatouiero BnusiHus CO, atMmocdepsl,
3HaYeHUS Xoa0cToro 3kcrnepuMenTa. Hanexnasre MK-
CIEKTpoMeTprUUYecKue uaMepeHusi conepxanust CO, B
KIOBETEC BO3MOXKHBI ITPHU MHOTOKPATHOM IIPEBbILIC-
HHWUM €T0 JaBJICHUA HaA ITaplUaJbHbIM JaBJICHUEM aT-
MocdepHoro CO,. Ingd CHUXEHUS MUHUMAIbHOM
oTIpeNeIsIEMOI MacCOBOI OM YIJIEpOAa B CEpEe He-
00X0aUMO YBEJMYMBATh MacCy aHaJIU3MpyeMoil Ha-
BECKM.

CpaBHUBas1 JOCTYITHOCTb, TIpeAeJibl OOHAPYKEHUSI,
TOYHOCTb Tazoxpomatorpapuueckoro u MK-cnekrpo-
cKoMnuyeckoro Meronos onpeneieHus: CO, B MpoayK-
TaX OKMCJIEHUSI HaBECKU CEPbl, MOXHO 3aKJIIOYUTD,
YTO OHU COMOCTaBHUMBI MO 3THUM XapaKTepUCTUKAM
(tabin. 3). IIpenmymectBo MK-cnekTpockonmyecko-
ro aHaju3a TPOAYKTOB OKHWCJIEHUSI C TepMETUYHBIM
LIeJIbHOIAasIHBIM PEaKTOPOM 3aKJIIouaeTcsl B yIoOCTBe
0oTOOpa MPOOBI Cepbl WM Ta30BOI (ha3bl B Ipoliecce ee
OUYUCTKU C COOJIIOEHUEM €€ M30JMPOBAHHOCTU OT
BHEILIHE Cpebl.

L al
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Puc. 6. UK-crieKTpbl TOTIONIEHUsT TTPOAYKTOB OKUCJICHUST HEJIeTy4ero ocrarka mocie reperoHnku 1.8—2.1 r cepsr: C1 (1),

C2(2),C3(3),C4 (4.
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Puc. 7. PenTreHorpaMmsl HesleTydyero ocrarka nocie nuctuisiuuu cepsl Cl (1) u C4 (2); cuMBoaMM Ha peHTreHOrpaMmMax
0603HaueHkI pedurekchl oTpaxkeHns SiO; (3), CaSOy (4), FeS, (5); mtpux-pentrenorpaMmel SiO; (6), CaSOy (7), FeS, (8) mo-
cTtpoeHsl o gaHHbIM ICSD PDF2.
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Puc. 8. UK-criekTpbl MOMIOMICHNS JIETyYUX IPUMECEii, BbIIETICHHBIX Tpu TieperoHKe cepbl C1 (/), 1 mpomayKToB ux okuciaeHus (2).

IMonyyeHHble B paboTe pe3yjbTaThl CBUACTEIb- POK B Ipoliecce ee OQHOKpaTHOM muctmwuisinuu. [1o
CTBYIOT O CYILIECTBEHHBIX Pa3jiM4MsIX B MOBENEHUM  KOJWYECTBY YIJIEPOAA, U3BJICUECHHOTO B HEJIETYYMIA
YIJIEPOICOAepKalIUX IMIPUMECE B cepe pa3HbIX Ma-  OCTAaTOK M OTHECEHHOTO K OOIIEMY €ro COIepKaHUIO,
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COIAEPXAHUWE YIJIEPOIA B CEPE 893
Taoauuna 3. CpaBHeHUe METOAUK ONpene/IicHUs YIJIepOACOIepKaIIX IIpUMeceil B cepe
Ilpenen
[Mpumech OKucIuTeNb MeTton OmnpenensieMoe BetectBo  |00HapyxxeHus C,| McToyHMK
1073 mac. %
z M36bITOK S, O, | I'X CO,, COS 0.6 [5]
YraeBomopomsl — NKC —CH,— 2 [7]
PacTtBopeHHBIE Ta3bl | — I'X C,—C,, 6ensodn, Toanyodi, CS,, 0.001-0.1 [9]
COS, CO,

z CuO X CO, 1 [10]
z 0, TurpoBanue |BaCO; 500 [11]
z 0, X CO, 150 [12]
z S X CS,, COS, CO, 1 [13]
z 4—15
Jletyyue npumecu CuO HUKC CO, 3 i%f:;maﬂ
Heneryune npumecu 3

ITpumevanue. X — ob1iiee coaepxkanue yriepoaa, [' X — razosast xpomarorpacdus, MKC — UK-cniekrpomeTpus.

HcclIefOBaHHBIE 00pa3libl Cephl MOXKHO pa3aeaIuTh Ha
JIBe TPYNIIbl: CO CTENEHbIO M3BJIeyeHUs1 OoJiee 88%
(C1) u crenenbpio usBiedeHust mexee 3% (C2, C3,
C4). D10 CBUIETEIBCTBYET 00 OTIMYAIOIIEMCS Kade-
CTBEHHOM COCTaBe YIJIEPOACOIEPXKAIIUX IPUMECEIA.
Conepxanue yriepoaa B oopasue Cl sBusieTcs Tu-
nuyHbIM (1.0 X 1072 Mac. %) u1d cepbl, U3BJIEKAEMOIA
u3 npupoaHoro raza [5]. I1ociie omHOI, ABYX U Tpex
JUCTUJIISILIMI 3TOM Cephl B HEJIETYYeM OCTaTKe OBIIIO
HaiigeHo 198 x 1074, 25 x 10~*u 12 x 10~* mac. % yr-
JIepoJia COOTBETCTBEHHO, UTO cocTanisieT 84, 10 u 5%
OT 0o011Iero coaepkKaHus yriepona. Takum odpa3oMm,
TpexXKpaTHask TUCTULUISIINS Ta30BOM CEPHI II03BOJISICT
Ha 2 MopsiiKa CHU3UTh coAepXKaHWe B Hell TIpuMecH
yriepona. Huskoe cogep:xanue npuMecH yriiepoaa B
JICTYYUX W HEJeTy4uX (ppakiusix cepbl MO cpaBHE-
HUIO C €r0 OOIIMM KOJIMYeCTBOM B obOpasuax C2, C3
u C4 cBUAETEIBLCTBYET O Maoil 3(pHEeKTUBHOCTU O~
HOKPATHOM MEPEeTOHKM IS OYNCTKHU CEePhl 9TUX Ma-
pok. 151 acppekTMBHOTO ynajieHusl yrjiepoacoaepxka-
VX IIPUMECEI B 3TOM CJIydae HeOOXOAMMO IIPUMEHSTh
KOMOWHUPOBaHHBIE CIIOCOOBI OYMCTKHU, BKJIIOYAKOIIINE
XUMHWKO-TEPMUUIECKYIO 00pPabOTKY MO0 BHICOKOTEM-
repaTypHOe KaTAIMTUIECKOEe OKUCIEHHUE. DTO MO3BO-
JISIET CHU3UTH coaepxkaHue yriepona B 50 pa3 (oopaz-
bl C4 u C5, Ta6in. 1). [TomydyeHHBIE 3aKOHOMEPHOCTU
HEOOXOMMMO VIWTHIBATH NPU Pa3pabOTKe METOINK
[JIyOOKOIT OUMCTKHM Cephl OT IIPUMECH YIJIEpOa.

SAKJTIOYEHUE

Pa3paboTaHa MeToauKa ornpeaeaeHus O0IIero yr-
Jnepona B HaBeckax cepol 0.1—1.5 r 1 B 1eTyynx u He-
JIeTyunx (ppakuusIx ee JUCTWUISILIMY IJIsl UHTepBaia
cogepxanuit 0.3—500 mxr. Ilpemen oOHapy:KeHUS

HEOPITAHNYECKHMWE MATEPUAJIBI
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MeToauku coctaBuit 0.3—1.5 MKT yritepoaa, morpei-
HOCTb onpeneneHus — 20%.

HoBu3sHoii pabothl gBisieTcsa peanusanus MK-
CIEKTPOCKOIIMYECKOTO OIpeAeSeHUus TPOaAyKTOB
OKMCJIeHUS MpoObl. MeTonuka siBiasieTcsl 9KCIpecc-
HOIi, YHHMBepcaJlbHOI, MO3BOJISIET MUHUMU3UPOBATH
BO3MIe{iCTBME MELIAIOINX aHATU3y UCTOYHUKOB YyT-
Jiepojla 1 MOXET ObITh YACTMYHO WJIM MOJHOCTHIO
MMpUMEeHeHa TIpU OIpeAesieHUU yrjiepoaa B APYTUX
XaJIbKOTeHax WJIU TIPU UCCIIEAOBaHUHU €TO paclipenie-
JICHMS B ITIpoliecce X OYUCTKU. BaxkHOCTh pa3padboT-
KU TaKO METOIMKU OOYCJIOBJIEHa HEOOXOAUMOCTbIO
MOJIyYEHUSI CEPbl C BO3MOXHO 00Jjiee HU3KUM COJIep-
>KaHWEM TIpUMeECH yrieponaa IJisl CyabMUIHbIX MaTe-
puanoB MK-ontuku. OnpeneneHo coaepkaHue yr-
Jiepojila B cepe pas3IMYHBbIX MapoK U ee (pakiiusix.
Pacrnipenenenune nmpumecu yriepoaa MeXay JIeTydu-
MU U HeJeTydyumu GbpakiusiMu, o0pasyroluMucs
MpU IUCTWUISILIUM CEPBI, CYIIECTBEHHO 3aBUCHUT OT
TIPOMCXOXIEHUS CEPHI.

BJIIATOOAPHOCTD

Pab6ora BeIMOTHeHAa mpy (UHAHCOBOW MOMICPKKE
Poccuiickoro HayyHoro ¢poHaa (rmpoekt No 18-73-10083).
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