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[Ipo6onoaroToBka — HeOThEeMJIeMasi YacThb MPAKTHUECKU JIIO00H METOIUKU 3IJIEMEHT-
HOTO aHanu3a. J{o cux mop nmpoOOMOATrOTOBKA SIBISETCS KPUTUYHOM CTaAUeH aHATUTHIECKOTO
LUKJIA ¢ TOYKH 3PEHUS KaueCTBa PE3yNbTaTOB aHANN3a, JUIMTEIbHOCTH U SKOHOMUYECKHX 3a-
TpaTr. B oCHOBE COBpEMEHHBIX METO/JOB M MPUEMOB BCKPBITHS MPOO JIEKUT HCIOIb30BAHHUE
BBICOKOArpECCUBHBIX areHTOB, MOBBIIIEHHBIX JAABJICHUS U TEMIEPATYPhl, @ TAKXKE Pa3TUUHBIX
¢buzuveckux monei. MaTepec kK MUKPOBOJIHOBOW MPOOOMOJATOTOBKE CBSI3aH C YCKOPEHHEM
IIPOLIECCOB, IPOUCXOAIINX MPU Pa3I0KEHUHU. PalloHaIbHO UCIIOJIB30BAHKE JI1 MUKPOBOJI-
HOBOM MOATOTOBKH 3aKPBITHIX CUCTEM M BBIMIOJHEHUE aHATMTUYECKUX MPOLEAYp MPHU MOBBI-
LIEHHBIX TEMIIEpaType U JaBJICHUM. B 3TOM ciydae ynpomaercsi coOcTaB UCIOJIb3YyEeMOM s
XUMHUYECKON 00pabOTKM CMeCH, YMEHBIIAETCS PAacXo]l peaKTUBOB, CHH)KAETCS BEPOSITHOCTH
3arps3HEHUs] Mpo0 M TMOTEpPh ONpEACNSEMBIX 3JIEMEHTOB B BHUJAE JIETYYUX COCTUHECHUH.
CoBpeMeHHbIE J1abOopaTOpPHBIE CUCTEMBI 00ECIIEYUBAIOT KOHTPOJIb MapaMeTPOB MPOUCXOJIS-
IIMX TPOLECCOB (BPEMEHHU, MOIIHOCTH M3JIy4EHUs, TEMIEpaTyphl PEaKIIMOHHOW CMECH, JaB-
JIEHUS B CHUCTEME) M, TaKUM 00pa3oM, 0OECIEUYHBAIOT HAJIEKHOCTh, BOCIPOU3BOJAUMOCTD H
IIPEICKa3yeMOCTh COCTaBa MOJIy4aeMbIX paCTBOPOB.

C 2003 r. B mabopatopuun ®XMU UIT YpO PAH skcrmyatupyeTcss MUKPOBOJIHOBAS
cucrema npodonoaroroBku «CBY-Jlabopant» (mpoussoactea HITO «Ypan-I'edecty), mpen-
Ha3HAaYeHHas! JUIsl pa3iokKeHUs] 00pa3loB C LIENBI0 MOCIEAYIONIET0 OMpeIeIeHHs] KOHIEHTpa-
[UA DJIEMEHTOB PA3IMYHBIMU AHATUTHUYECKUMU MeTonaMu. Iledur ykomriiekTroBaHa ¢TOpO-
1acTOBBIMH cocyaamMu oobemom 100 mi mapku Teflon PFA ¢upmer Du Pont, MmakcumanbHast
pabouas Temneparypa 200 °C, makcumansHOe pabodee masieHue 13 Oap. Pasnoxxenue mnpo-
BOAMTCS MO OJHOM M3 IMporpamm, MO3BOJISIONIMX YIPABIATh apaMeTpaMHu Ipolecca (gaBie-
HUE, TPOJIOJLKUTEILHOCTh CTA/IMU, CKOPOCTh HAarpeBa M OXJIaxKJaeHus, MomHocTs CBY-u3my-
yeHus1). B pa3paboTaHHBIX HaMU MpOrpaMMax MaKCHMaJIbHOE JaBJICHUE BapbupyeTcs oT 250
no 650 xlla, Beimepxkka cocraBisier or 10 mo 20 MUH. MpU MaKCUMajibHOM JaBJICHUMU.
O6miee BpeMs paszioxkenus coctaisieT 40—70 muH. Be16op mporpamMmbl KOHKPETHOTO OITBITa
00yCJIOBJIEH MUHEPAJOrMYECKUM COCTaBOM NPOO M COCTaBOM KHCIIOTHOM CMECH, IO3TOMY
JIOTYCKAeTCsl OJHOBPEMEHHOE pa3iokKeHHe 00pa3lioB MOPOJ M MHUHEPAJIOB JIUIIL CXOJAHOTO
cocraBa. B mpoTHBHOM cilydae BellMKa BEPOATHOCTh BO3HUKHOBEHHUS aBapUMHOU CUTYyalUU.

Cunuxammnute nopoost. Cl0xKHOCTh MUHEPATIOIMYECKOTO COCTaBa U OOMJIME BUIOB MU-
HEpaJIOB, CIIATAIONINX CHJIMKATHBIE MOPObI, 00YCIOBIUBAIOT IMIUPOKUE KOJIEOAHUS MX XUMHU-
YecKoro coctaBa. Meronauka, MpHUHATas JabopaTopHeil, MCHONb3YeT Paslio’KEHUE CMEChIO
3min HCl + 1 mx HNO3 +1 M HF. B 3aBucumoctu OT comepkaHusi TPyIHOBCKPBIBAEMbIX
kommoHeHToB cooTtHomeHne HCI:HNO3 B cMecu KUCIIOT U1l pa3iiokeHusl BapbupyeT oT 1:3
no 3:1. Amamu3 Ha Macc-ciektpomerpe ELAN 9000 TpeOyer OTrOHKHM KpeMHHUS H3-3a
CIIEKTpaJIbHBIX HaJlOKeHH Macc. [loaToMy pactBop mocie pasznoxkenuss B CBYU ycranoBke
MEPEBOIUTCS BO (PTOPOILIACTOBBIE CTAKAHBI, COAECPKUMOE YINApUBACTCS 0 BIAKHBIX COJIEH
Ha ekTpudeckor mutke. [Ipu aTom kpemHuit otronsiercss B Bune SiF4 mpu MHOTOKpaTHON
00paboTke a30THOI KUCIOTON. B pe3ynbTare moiydaem pactBop coineit B 1 % HNO3.

Kapoonammnuie nopoowvt. CnoxxHOCTh Pa3jioKeHUs KapOOHATHBIX MOPOJ 3aKITHOYACTCS B
HIMYUK OOJIBIIOrO KOJIMYECTBA YIIIEPOICOEPKAIIUX COSAMHEHUI U COOCTBEHHO yriiepoja.
Haubonee TpyaHbIMu sl pa3ioKeHUs SBIAIOTCS MPOOBI, UMEIOIINE B CBOEM COCTaBE Ipa-
¢but. Meroauka pa3ioXKeHUs, MPHUHSITAS ISl CUIIMKATOB, HE BCETJa MOIXOAMT JUISl BCKPBITHS
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TaKuX O6pa3HOB OHBIT pa6OTBI MeTtonuku ﬂDOﬁDHOg!FOTOBKH K MACC-CNIEKPOMETPHYECCKHM HCCIET0OBAHHAM

¢ KapOoHaTaMHu TIOKa3aja, dYTO
HCIIOJIE30BaHUE cMecH
HCI:HNO; B nmo0OBIX COOTHO-
HICHUSIX MOXET MPHUBECTH K
HEKOHTPOJINPYEMOMY B3PHIBY B
nporecce CBY-BckpbITHS. ‘l‘
[TosToMy mepBOil CTyNEHBIO ‘\_\
IpU  Pa3JIOKEHUH  YIIIEpPOJICOo- T , . ——
ACpKaInuX COG,I[I/IHCHI/Iﬁ SABJISI- . - CucreMa MHKPOBOJIHOBOTO
ercsd OTTOHKa yIrIepoaa B BUJE SES-RE- RN BCKPRITHA MVS-3

COy. lns 3TOrO B PEAKIMOH- \ ‘. ' /

[—

Pacreopenue

HYI0 KaMepy K HaBecKe MpoObI
100 mr moOasistror 3 mur HCI
(ot 5M no 10M — B 3aBUCHMO-
CTH OT MaTepuaja) U BBLIEP-
JKUBAIOT CHavalia Ha XOJIOZIe, 3aTeM Ha BOJsHOM OaHe. B cocyn mobapmnstor cmech 1 Mt HNOj3
+1 M HF M u mpoBonsat Bekpeitie B CBU-nonte. Hanmnuue rpadura B mpobe HE MO3BOISIET
MOJIyYUTh WCTUHHBIA pacTBOp M MOXKET NPHUBOAUTH K 3aHmkeHHto pesynapraTtoB MCII-MC
aHanuza. [losToMy oTenbHO B rpymne KapOOHATOB CTOUT OTMETUTH MPOOOMOATOTOBKY yIile-
POIUCTHIX CJIAHIIEB, KOTOpast OyAET pacCMOTPEHA HIIKE.

Cynvghuowt. Tlpu okuciennu cynbGUIHON Cepbl BEPOITHO 00pa3oBaHUE OOIBIIOTO KO-
JNYECTBa KOJUIOMIHON Cephl. ITO MPUBOAMUT K MOTPEIIHOCTH OIpPENCTICHHS KOHIICHTPAIHH
IIPU Macc-CIEKTPAIIbHOM aHAIN3€E U3-32 COOCAKACHUS aHAIM3UPYEMBIX 3JIEMEHTOB Ha KOJIJIO-
UAHBIX YacTuiax. [103ToMy MepBhIM IIaroM Mpu Pa3iokKeHUH CYITb(PUIOB U CYIb()HUTOB SBIIS-
ercst oTroHka cepbl B Buje HoS u SO;. [lnst 9TOro B peakmoHHBIN COCy K HaBeCKE MPOObI
100 mr gobGasmsiroT 3 M pazbasierHoi HCI, Beiep kuBarOT Ha BOJSHOW OaHE 0O BIAKHBIX
coliell, nanee paboOTarOT C MaTepUajaMH TaK K€ Kak ¢ KapOOHaTaMu.

Buonozuueckue mamepuanvt (pumonpoownl, pacmumenvnvie ocmamku u op.). CBU
BCKPBITHIO MOJIOOHBIX TIPOO MPENIIECTBYET BhIIepkKKa B TeueHue 12 4. B cmecu HNO3 + H0;
Ha xoJoze, nocuenymouiee pasinoxenue npu 250 klla. Ecau B peakumoHHOM KaMmepe mocie
CBY-BckpbITHS HAOMIOAAIOTCS OCAIKH WU B3BecH, TO B cocya nobasnsercs HCI, HF u npo-
BOJIUTCSI MOBTOPHOE BCKpBITHE 00pa3ia B neun. OOBIYHO MOCIIE 3TOr0 MOJIy4YaroT pacTBOp, C
KOTOPBIM MTPOBOJAT ONEPALUUA OTTOHKU MAaTPHUIIbI U TOCIEAYIOUIET0 epeBeIeHUS] B HUTPATHI.

Texnonozuueckue npooykmol oOozawjenus nonumemaniuyeckux pyo. Hebonbioi
ONbIT pabOThl C MOAOOHBIMU COEAMHEHUSMH IO3BOJSET PEKOMEHI0BATh MHKPOBOJIHOBOE
BckpbITHE 3THX 00bekToB HCl m HNO3; B pasnuunbix cooTHomeHUsAX. OOBEMBI peareHTOB
BBIOMPAIOT B 3aBUCHUMOCTH OT HaBeCKH. B Hamlell npakTWKe Mbl HCHOJIB30BaIM MAaKCH-
MaJIbHYIO HaBeCKy | I KOHIIEHTpaTa.

Pabora B MukpoBoiHOBOU Teun «Ypan-I'epect» ¢ propomiacTtoBeIMU cocygamMu He
MOJKET OCYIECTBIATHCS C MCIOIb30BAHUEM MHOTHX OPTaHUYECKUX COCIUHEHUN M KHCIIOT,
o0agaromux BBICOKUMH Temmeparypamu kunenust (Hanpumep, HCIO, u H,SO4). D10, B
CBOIO OUY€pe/lb, HE TIO3BOJISCT MMPOBOANTH KOIMYECTBEHHOE Pa3NI0KEHUE TPYAHOBCKPHIBAEMBIX
MOPOJI ¥ MUHEPAJIOB, TAKUX KaK CIAHIbl, XPOMILMUHEIUBL. JJI1 BCKPBITUS TPYIHOPA3TI0KHU-
MBIX P00 HAMHU HUCIIOJIb30BajaCh MUKPOBOJHOBAsI CHCTeMa pasznoxkeHus: Speedwave MWS-3+
(Berghoft, I'epmanust), makcumanbHas pabodas temmeparypa kotopor 260 °C, Makcumaib-
Hoe pabouee masnenue 100 Gap. Kaxaplii aBTOKJIaB COCTOMT M3 PEAKIIMOHHOTIO COCYyAa U3
dropormacta TFM, mpenoxpaHUTENBHOTO JAMCKA W3 MOHENIb-METallla, BHYTPEHHEW W BHEIII-
HEH coeMHUTENbHBIX KpblleK u3 gropomnacra TFM. Cucrema oCymecTBIsSCT pEruCcTPpaLUio
X0Jla Tpolecca B KaXJIOM aBTOKJIaBe. Hamu ObUIO MpOBEACHO PA3JIOKEHUE YIIIEPOIUCTHIX
CJIAHIIEB, PU KOTOPOM TPAPUT PA3JIOKHUIICS MOYTH MOJHOCTHIO BO BCEX MCCIEAYEMBIX 00pa3-

lopenka Mace-cIeKTPOMETPA
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nax. B cooTBEeTCTBUU C METOMKOM, OMMMCAHHOW B PYKOBOJCTBE IO 3KCIUTyaTallUH €YU, pa3-
JI0’)KEHUE TPOBOAMIIOCH B 2 CTaJMM: CHayala K HaBecke oOpas3la mpuOaBisulM MOCIEn0Ba-
TenbHO KoHIeHTpupoBaHHbie kucinoTel HCl, HNO3,HF | moMemniany B MUKPOBOTHOBYIO M€Yb
u mpoBoauau paznoxenue npu 200 °C, 3areM K OXJIKIEHHON CMECH JO0aBISIIIM PacTBOP
60opHOit kKucnoTel U cHoBa HarpeBanu npu 200 °C. ITonyueHHBIH pacTBOp rOTOB K MPUOOPHO-
My ompeneieHuto. Takum oOpa3om, MOSBUIACh BO3MOXKHOCTb MHOIORJIEMEHTHOTO aHaln3a
cocraBa 00pa3I[oB TAKOTO THUIIA, 33 UCKIFOYEHUEM Oopa.

Xpomumet. B onpITax ¢ IIMHHEIb-COAEPKAIIMMHI [TOPOJAMHU BCETJa OCTAETCS YEPHBIN
0CaJI0OK UCTUHHOW MIMHUHETH (TI0 JaHHBIM PEHTTEHOCTPYKTYPHOTO aHanu3a). Panee B mabopa-
topun ®XMMU Obia oTpaboTaHa METOIUKA MTOATATHOTO KUCIOTHOTO BCKPBITHSI XPOMHUTOBBIX
Py, B COOTBETCTBUM C KOTOPOM OCYIIECTBIISUIOCH MOCJEA0BATEIbHOE PA3I0KEHUE CUIIMKAT-
HOM YyacTu U COOCTBEHHO CTOMKOH HIMuHeNeBoil cocTapisomeld. CunukaTHas 4acThb JIETKO
BCKpBIBaeTcs cMechio koHneHTpupoBanHbix kuciaoT HCl, HF, HNO3 Bo ¢ToporiacToBbIxX co-
cynax B CBU-neun «['edect» ¢ mocieayromeid OTTOHKOH (TOPBOIOPOIHON KHUCIOTHI, KaK
MIPU aHAJIN3E CUIIMKATOB. Y CTOMYHMBYIO XPOMIIITMHEIECBYIO 4acTh pasiaranu cMecbio HCIO, u
H>SO,4 oTkpBITEIM crOcOOOM. Jlanee mocie pa30aBiaeHuUs MOTYyYeHHBIX PACTBOPOB IMPOBOIMIIH
NCTI-MC ananu3 kaxmoi yactu. HoBass MUKPOBOTHOBas cHcTeMa pasiiokeHus Speedwave
MWS-3+ (Berghoff, I'epmanus), peanm3yrorias 0ojiee KECTKUE YCIOBHS MO CPAaBHEHHUIO C
ycraHoBkor «['edecT», Mo3BoIMIA MPOBECTH KOJMYECTBEHHOE BCKPHITHE XPOMIIIUHETH 32
oJIHy cTaauio. Ha ocHOBaHMM TIPOrpaMMBbl, UMEIOIIEHCs B paboueld HHCTPYKIIMH 110 SKCILTya-
TaIMH, MPUMEHSUIM CIEeIYIOIUi anroput™ pasnoxkenus. HaBecky obpasua (= 50 mr nepetep-
TOW TyJphI) TOMEIIAIIA B CTaKaH, JIOOABISUIM CMECh KOHIIEHTPUPOBAHHBIX KUCIOT: HySOy,
H3PO4, HF, HNOs3. [lanee mpoBoaunu paznoxenue mpodsl B CBU-mose mo 3axanHoi Temme-
paTypHO-BpeMeHHOH nporpamme. [lociae MUKpPOBOIHOBOIO BCKPBITHS MOJYYHIIN TPO3PAYHBINA
OKpAIIIEHHBIA PacCTBOP, TOTOBBIM MJIsl MOCIEAYIOIIEro mpuOopHOro aHanmsa. OrpaHuueHue
MeToAuKH o0ycioBieHo kadecTBoM HpSO4, H3PO,4, ouncTka KOTOPHIX B YCIOBHSAX JabopaTo-
pPHUH HE MOXKET ObITh pea30BaHa.

J1J1s1 KOHTPOJISL MPABUIIBHOCTU BCKPBITUS M KOJIMYECTBEHHOT'O MPUOOPHOTO ONpeesieHus
IpU PYTHHHOM aHajn3€ B MApTHIO 005S3aTeNbHO BBOJIUTCS CTAaHAAPTHBIA 0Opasell, COOTBET-
CTBYIOIIMH IO COCTaBy aHanu3upyemon mpooOe. ComocTaBieHHE pPE3yJabTaTOB HM3MEPEHUI
KOHIIGHTpAllUU MPUMECHBIX 35ieMeHTOB B CO cocTaBa FOPHBIX MOPOJ C aTTECTOBAHHBIMU 3HA-
YEHUSIMA MTOKAa3bIBAET JOCTATOYHO XOPOIIYI0 KOPPEJSLHIO B IIMPOKOM JIUAIAa30HE KOHLIEH-
tpauuit (0.01-100 MKr/T).

CnenyeTr 0co00 OTMETUTH TAPMOHUYHYIO COYETAEMOCTh MHUKPOBOJHOBOM MOATOTOBKH C
MHCTPYMEHTAJIbHBIM OlpesesieHneM. Tak, MOArOTOBICHHbIE K aHAJTU3Y MUKPOBOJIHOBBIM CIIO-
cOo0OM pacTBOPBI MOTYT OBITH MPOAHAIM3UPOBAHBI MACC-CIEKTPOCKOMUYECKUM (C MHTYKTUBHO
CBSI3aHHOHM TIJ1a3MOii), aTOMHO-3MUCCHOHHBIM (C WHAYKTUBHO CBSI3aHHOW IIJIa3MOM) WU
aTOMHO-a0CcOpOLIMOHHBIM MeToJaMu. [IpuMeHeHne MUKpPOBOIHOBOW TEXHHUKH Ui MPOOOIOJ-
TOTOBKH HCCIIEAYEMBIX MaTEpUAIOB TpeOyeT CrenuanbHON MOATOTOBKH MepcoHaa, 00CIyXu-
BAaIOLIEr0 yCTaHOBKY. [l mpenoTBpalieHusi BOSHUKHOBEHUS] aBapUIHBIX CUTyalluid HEoOXo-
JMIMO WCTIOJIB30BATh [UIS PA3NIOKEHHs] METOJAUYECKUE PEKOMEHIAINH, MpeaaraemMple Gupma-
MU-U3TOTOBUTEISIMU MUKPOBOJIHOBBIX CUCTEM, M COOJIIOAATH MpaBHia TEXHUKU 0€30MacHOCTH.

Paboma evinonnena 6 pamxax npoepamm PAH Ne 14 «Hayunvie 0CHO8bI payuoHaibHO20
npupooononvzoeanusy u Ne 20 «Cozoanue u cosepuieHCmeo8anue Memooos XumMuieckKo2o
ananuzay, a makaice npu noooepoicke epanma PODPU Ne 07-05-00097a.
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