EXETO/IHHK - 2003

OIBIT UCITOJIB30OBAHHUS CBY-ITEYH U151 PA3VIOXKEHHUS OBPA3LIOB ITOPO/{
H MHUHEPAJIOB C MTOCJIEAYIOILIAM AHAJIN30M METO/ZIOM UCII-MC

H.B. Yepeaunuenxo, JI.LK. leproruna, C.JI. Borsikos

B HacTosee BpeMs OXHUM H3 NPOrpeccuB-
HBIX METO/IOB aHAJIM3a PEAKHX U PACCEAHHBIX Jle-
MEHTOB B re0JIOTHYeCKUX 00BEKTaX AB/IAETCS Macc-
CIIEKTPOMETPUHYECKUI METOA C MHAYKTHBHO CBS-
3anHo# nnasmoii (MCIT-MC). Baxuse#uMm ycino-
BHEM obecreyeHus KOPPEKTHOCTH pe3yNbTaToB
UCTI-MC ananu3a sBnsercs Bsi6op 3peKTHBHO-
ro crnoco6a pasnoxeHus 06pasios 6e3 moreps Be-
wectsa [bok, 1984; Tomncon, Yo, 1988].

MerTozbl NONHOrO pacTBOpeHHs npod cme-
CSIMM KOHLIEHTPHPOBAHHBIX KHUCIIOT C HCIIOJIb30Ba-
HueM GTOPUCTOBOAOPONHOM KUCIOTHI peau3yioT-
Csl, KaK NMPaBWJIO, B OAHOM M3 TpeX CICAYIOIMX
BAPHAHTOB: Pa3I0kKEHHE B OTKPHITHIX COCY/aX, aB-
TOKJIABHOE Pa3/IOKEHHE MTPH MOBEILIEHHOM AaBlie-
HHM H Temneparype B 6ombax u3 ¢proponnacra ¢
MeTannudecKuMH Koxxyxamu [Price, Whiteside,
1977] u pa3znoxeHHe B MHKPOBOJTHOBBIX Ne4Yax
[Microwave—Enhanced Chemistry, 1977]. B npak-
THKe 1aboparopuu QU3MKO-XMMHUYECKHX METOIOB
ananusa UI'T YpO PAH ucnons3yrorcs 3akpeiThie
CHCTEMBI pa3/IOKeHUs — aBTok1aBsl 1 CBY-neys.
OHM 1O3BOJIAIOT UCKIIOYMTH BHELIHEE 3arpasHe-
HHC npoObl ¥ MOTEPH 3NIEMEHTOB BCIEACTBUE 006-
pa30BaHHA JICTYYUX COeAMHEHMUH. B TOM u Apyrom
cay4ae obecrieyuBaeTCs NOMHOE BCKPHITHE POGBI
M NICPCBENCHHUE BCEX €€ KOMITOHCHTOB B PacTBOP.

C 2003 r. B 7aboparopuu 3KCILTyaTHpyeTCS
CBY-neus ¢upmer «ledect», npennazHayeHHas
JU1S pa3ioxenns 06pasiioB ¢ Leabio NocaeayoLe-
IO ONpeAcNeHNs KOHUEHTPAUMH PeIKuX U pacce-
SIHHBIX 3JIEMCHTOB Pa3/IN4HBIMH AHATMTHYECKUMH
METO/IaMH.

BeicTpBIii HarpeB pacTBOpa MO3BOJAET
NpH OTHOCHTENbHO HeGONBIWIOM MOTpebNcHUuU
3NMEKTPOIHEPTHH TONY4aTh BHYTPH repMeTHY-
HBIX cocyn0B U3 ¢roponnacra Mapku Teflon PFA
(¢upma Du Pont Company) Beicokoe JaBiIeHUE U
TeMrneparypy, Aocturaromue 13 bap u 200°C.
Bpewms pazsioxkeHnns o0pa3loB B TaKUX YCIOBHAX
yMenbmaercs B 100 u Gonee pas no cpaBHEHHIO ¢
pasIoKeHHEM B aBTOK/1aBaXx.

3a moaroxa paGoThl HaMH anpoOHPOBaHO
pasnoXcHUE pAna TOPHLIX MOPOX M MUHEPAJOB, B
MX YHCJIE TPAHHUTDI, TPAHOAUOPHTHI, rabbpo, xyHu-
THI, CJTAHLIBI, ATUIATHI, CHEHHTBI, PUOJIUTHI, MYCKO-
BHTBI, NosieBble wmnarsl. IIpoueaypa noaroToBku
npo6 cocrosia B cnexyromeM. HaBecky pacrepro-
ro B nyapy obpasna 25-100 mr 3anuBany cMechio
1 Mn xonnenTpuposanHoi HNO,, 3ma 0,6 M HCI
u 1mn 35 % HF, nocne 4ero BbLACPKHUBAIH NPH
KOMHATHO# TeMmIeparype B TeueHHe -2 gacos a4
pacTBOPEHHS JIETKOBCKPbIBAEMOM YacTH MPOBEL.
3areM cOCyAbl FepMETUYHO 3aKpHIBAIH, MOMELIA-
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JI1 B «KapyCeIb», BXOASAIIYIO B KOMIUIEKT TOCTaB-
KH TI€9H, TTO3BOJAIONIYIO OIHOBPEMEHHO pasyiararh
OT OAHOTO A0 HIECTH 06pasiuoB, a KOHTPOJIBHBIHA
COCY/I MOAKITHOYANH K JaTYHKY KOHTPOIA IaBICHNUS.
PasnoxkeHne mpoBOAMIM IO OHOH M3 MATH CO-
CTaBJEHHBIX HAaMU TIPOTPaMM, M03BOIAIOLIUX Y-
PaBIATH I1apaMeTpaMHU IIpollecca pa3iokKeHUA
(naBjieHKe, NPONOIKHUTEABHOCTD OT/ICABHBIX ITa-
0B, CKOPOCTh HArpeBa 1 OXJIaKACHHA, MOIHOCTh
CBY-usnyyeHus Bo BpemMa oneita ¥ T.4.). OgHuM
u3 npeumymects CBY-pa3noxeHns no cpaBHEHHIO
C aBTOKJIaBHBIM METOJIOM ABJIAETCH BHICOKAd CTe-
TIeHb CTAHJAPTH3AIMK YCIOBUNA Pa3okKeHHs, 4TO
TI03BOMIAET OKUIATh CHIKEHHA IMCIIEPCHH PE3yib-
TATOB HIMEPEHMH.

Bribop nporpaMMel KOHKpPETHOI'O OIbITA
00y CI0B1EH MUHEPATOrHYECKHM COCTABOM ITPO0,
N0ITOMY JOITYCKAETCS OJIHOBPEMEHHOE pa3ioxke-
HHE HaBECOK MOPOJ MIM MHHEPAJIOB JHIIb CXOM-
HOro cocTaBa. B cayuasx, korma 3o He cobmrona-
eTcs, MOXKeT BO3HWKHYTh aBapHiiHas CHTYyallus.
I1pw pasnokeHAN rPaHATOB, IPAHOAHOPHTOB, rad-
6po, anauTOB M APYruX KHCIBIX CHIMKATOB HaM
TI0Ka He BCTPETHAOCEH 0CO0BIX TpyaHocTel. Mckino-
YEHUE COCTABUIM MeTaMOp(HUeCKHe TOPHEIE 10-
pozibl. B HEKOTOphIX HaBECKaX CIAHLEB COJEpIKa-
JI0Ch TIOBBIIIEHHOE KOJMYECTBO OpPraHMYecKHX
HpUMecei i TPY/HOPA3TOKHUMbIX MHHEPAJIOB, YTO
norpeboBago B paae caydaeB IPUMEHEHHS MHO-
TOCTa{MIIHOrO pa3lIOKCHUA, N3MCHCHUA KONHYE-
CTBa MCII0JIb3YEMBIX PEAKTHBOB H CMEHBI TIPOrpaM-
MBI Ha Goree JxecTKylo. B aByx ombiTax mocie Ge-
3yCHELIHBIX MOMBITOK MHKPOBOJHOBOTO BCKPHBI-
THA HaBECOK CJTAHIIeB HAM NMPUIIIOCH NEPEHTH K
paboTc aBTOKJIAaBHBEIM METOAOM C JI0OaBIEeHHEM
B peakuHoHHYI0 cMech 0,1 M1 XxnopHoi KHC0-
Thl. 3TO CYIECTBEHHO 3aMEIIHI0 IPOLELYPY
nouroToBKH npobkl Kk ananusy. Padora B Mukpo-
BONHOBBIX meuax ¢ cocyaamu u3 Teflon PFA re
MOXKET OCYUIECTBASTHCA C MCIONb30BAHHEM MHO-
IHX OpPraHMyYecKuX COeIMHCHHH M KMCIOT, 006-
Na/1al0NIHX BRICOKAMH TEMIIEPAaTypaMH KHIIEHHA,
TaKHX KaK cepHas uim xaopHad [Instruction For
Use Advanced Composite Vessels, 1994], a npen-
BapUTeNbHbIM 0GKUr HaBeckn obpasua B My-
(GeapHOM mMEYH MOKET MPUBECTH K NOTEPE pAAa
JIErKoJ1eTy4HX KOMIIOHEHTOB.

[Tocre 3aBepiIeHUs IPOrpaMMBsl U YMEHBIIE-
HUS [IaBIEHHMSA B PEAKLMOHHBIX COCYHAX, «Kapy-
ceJib» BBIHMMANH U3 paboueil kaMephl H oXJIaxkaa-
i Ipu KoMuaTHOH TeMneparype 30-40 munyT. 3a-
TEM PACTBOP [IEPEBOAMIN B OTKPHITEIE TednoHO-
Bele cTakaubl obsemom 10-15 Mi, ymapusanau u

CYXO0# OCTAaTOK IIepEeBOIHIM B HUTPATHl ABYKpar-
Holt 06paboTkoil KOHIIEHTPUPOBAHKEOI a30THOM
kucioroi. IToce 3TOro HATpPaThl pacTBOPANIHA B
0,5 M1 a30THO#H KHCIIOTHI IS JIOCTHKEHHS KHCIIOT-
HOCTH, OITHMAJIBHOM JUTA MacC-CIIeKTPOMeTpHYeC-
KOI'0 U3MEepeHHs, H PaCTBOP IePeBO/IUIH B MEPHBLI
[IOJIMIIPONIMIEHOBLLH KoHTelHep. M3Mepenus npo-
BOAMIH Ha Macc-crnekrpomerpe Elan-6000 DRC
(¢mpmsr Perkin-Elmer) metomom UCIT-MC.

Takum 06pazom, mpouexypa OTHOBPEMEHHO-
TO pa3noXKeHHS LECTH NPErnapaToB 3aHuMana 2-2,5
yaca MpH MHKPOBOJIHOBOM BCKPBITHUH, TOIZIa Kak
TP aBTOK/IaBHOM BapHaHTE Pa30keHHE JTHIOCH
ot 8 1o 50 yacoB. Bpems oTronku, rnepeseneHuns B
HUTPAThI U TIOJIFOTOBKH PaCTBOPOB 1A H3MEPEHHUI
B 000MX METOIaxX OJMHAKORO.

Jlns mpexynpekIcHHs BO3MOXHBIX Tlepe-
KpPECTHLIX 3&Fp£3HCHHﬁ H «I1aMATH» OT [IpelbIJly-
IMX ONBITOB MOCYAY MOC/NE NPOBECACHHA UCTIBITA-
HHUH 110/IBEPTATH OYHCTKE B JKECTKHX YCIOBHAX
KHMAYEHHEM B CMeCSX KHCJIOT M TPEXKpaTHHIM
KANAYCHHEM B INCTHIMPOBAHHOMN BOJIE.

JInsg KOHTpONs NPaBUABHOCTH aHAIM3a
OBLIM MpOaHANM3UPOBAHBI CTAHAPTH COCTaBa
ropusix mopon CI'-1 u CI'/I-1 [Jlonunx, Ilerpos,
1988]. B xayecTBe BHYTPEHHHX 1a00OpPaTOPHBIX
CTAHAAPTOB HaMM OBLIY HMCII0JIbL30BaHBl 00pa3iibl
CMJIMKATHBIX TOPHBIX TOPOJ KHCIIOTO COCTABA,
mobe3no npenoctasicHasie LB, ®epurarepom,
KOTOpBIe paHee OblIM NPOAHATH3APOBaHK! B 1a60-
paropum npod. ®. Bea ynusepcurera 1. I'panaja
(Ucnanus) metogom UCIT-MC.

CpaBHeHMe OTYYEHHbIX Pe3y/IbTaTOB HpH-
BEOCHO Ha pHC. 1-4.

ConocTaBnenue pe3ylbTaTOB U3MCPEHHS
comepsicanuii MuKpoaneMedTos B CI'-1 ¢ arTecto-
BaHHBIMM 3Ha4YeHUAMH (puc. 1) mokasano xocra-
TOYHO XOpOLLIee COBIA/IEHHE BO BCEM IPEACTABICH-
HOM AManazone koHneatpauuit. Koapduuuenr
napHOW JHWHEHHONH KOppeNaluy JorapudmMoB co-
nepxkanuit emenToB (R) cocrasua 95,6 %. B 1o
e BpeMs OTYETIIHBO TPOABJIEHO CHCTEMATHYECKOE
3aHWKEHHE JICCATHYHBIX JOTapu(PMOB H3MEPCH-
HpIX 3Haguerwi B CI'-1 mo OTHOIIEHHIO K aTTECTO-
BaHHLIM. PacCMOTpeHa 3aBUCHMOCTD €10 OT aTTec-
TOBAHHOTO 3HAaYEeHUH KOHIIEHTpPAlMU B TPEX Jua-
na3zonax — menee 10 r/t, or 10 go 100 r/T ¥ cBbILIE
100 r/t. B nepBoM auana3oHe CHCTEMaTH4eCKOe
otknonenne orcyrcrsyer (q=0,05). Bo Bropom
JIMAIa30He OTKJIOHEHHE CTATHCTHYECKH 3Ha4MMO
(q=0,003) u cocrapaser 0,25 + 0,26. B obnactu
BBICOKMX KOHI[EHTpauui pa3nuyui ¢ aTTecToBaH-
HBIMHM [IaHHLIMH He 06HapyxeHo (q=0,05).

——————————————— e ————— s
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Hamepernoe 3navcane, lgC

3
R'=0.9143
2 Puc. 1. Conocrasnenue pesyin-
TaTOB aHalIu3a crTaHgapTHoro obpai-
ua CI'-1 (rpanut ansGuTHznpoBai-
: i)
HbIH).
0
-1 4 *%. ATTecToBaHHOe 3Hayenwme, lgC
0 1 2 3
Hiamepennoe 3nauenne, IgC
4
:
3 ] @ Ba
Puc. 2. ConoctaBnenue pesyiib- 2 R’=0.9432
TaTOB aHAJIM3a CTaH/IaPTHOTO 06pas3ia
CTI-1 (rab6po accexcurosoe). 1
-
0
AtTecToBaHHOE 3HaYeHue, 1gC
% o8
-1 Qrm. . : -
0 1 2 3
LgC (nanusie ®.Bea)
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2 R'=0.9198 s Puc. 3. Conocrasnenue pesynb-
B RE4Ce oCr TAaTOB aHAJIH3a BHYTPEeHHEro Jabopa-
1 ; * ®Ga TopHoro ctauaapra C-52 (rpanur) ¢
HW o s pe3y/bTaTaMu, NOMyYeHHbIMH B 1a60-
0 . D én° paropuu nnpod. ®. bea yausepcurera
yr oy Sn r. Tpanana (Mcnauus).
r ®Eu
=] Ho#4®Tb
a
o Mo LgC (nannsie ©XMH)
'—2 T T T T T
-2 -1 0 1 2 3 4

ConocraBneHue pe3yasTaToB H3MEpPEHUs
coaepkaHnii MukpoanemenTos B CI/l-1 ¢ arrec-
TOBAHHBIMHM 3HA4YECHHAMM TaKXKe I0KA3aI0 OCTa-
TO4YHO XOpOLI€E COBIIAAEHHE BO BCEM IPEACTABICH-
HOM JiHana3one koHueHTpauni (puc. 2). Koaddu-

LUMEHT NapHOoM NMUHeNHON KoppensiuK Jorapud-
MOB CO/IepKaHUH 3NneMeHToB cocTtaBuia 97,1 %.
B 10 ke BpeMa OTYETIMBO MPOABICHO CHCTEMA-
THYECKOE 3aHMKEHUE ACCATHYHBIX norapupMos
n3Mepennsix 3na4enuit B CI/I-1 no oTHOmEHMIO
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Puc. 4. ConocTtaBiieHHe pe3yib-
TaTOB aHATH3a BHYTPEHHEro Jadopa-

LgC (nanusie @.bea)

TopHoro cranxapra C-56 (auHopHT) ¢ 3
pe3y/IbTaTaMu, NOTyYeHHBIMH B J1a60- 8 o
paropun npo¢. @. bea ynusepcurera R
r. I'panaja (Mcnauus). 2. 4 : L 243 c S &
1
N o
1 c
1 Gd g®®Cu”
ollf -
B y
K aTTeCTOBaHHBIM, YTO COBITANAET C CC.T r
naaaeiMu o CI'-1. Jleranu3anus cu- 0 ; " %
CTEeMaTH4YECKOr0 OTKIOHEHHSA OCY- T ool Mo LeC (namusic DXMHA)
IIECTBIEHA B TPEX AMaNa30HaX KOH- 1
neutpauui — menee 10 r/t, or 10 ;o 1 0' 1' 2' 3‘

100 r/1 n cBeume 100 r/t. B obmactn

HM3KMX KOHLIEHTDALKif, B OTINYHE OT

CrI'-1, o6HapyXeHOo CTATUCTHYECKH 3HAYMMOE CH-
cremaruyeckoe orkioHeHMe (q=0,001), cocraBus-
mee 0,29 + 0,22, Bo BropoM auanasoHe, Hao0o-
POT, CTATHCTHYCCKHM 3HAYMMEIX Pa3IM4Mil HeT
(9=0,05). B o6nacTH BRICOKHX KOHUEHTPALIMA pas-
NU4uil ¢ aTTeCTOBAaHHLIMH JIAHHBIMH TaKXke He 00-
HapyxeHo (q=0,05).

DIeMCHTHI, BHCCIIHE HaHOOMBINHH BKJIA B
CpelHee 3HaYCHHE CHCTeMAaTHIeCKOro OTKIOHEHHA
B obnacTu Huskux xounenrpamui (CI71-1), nepe-
uucaeHnl B Tabnuie. Bo BTOpoM Mana3oHe pe3ko
3aHMXKEHO cofepixanuc Hf.

OTH *e 3eMeHTsl npencrasiacHs B CI'-1
BO BTOPOM M TPETheM AHANa30Hax KOHLUEHTpauHi
(Hf 8 CI'-1 ne arrecToBan). 9710 BronHe 00bACHA-
eT 10, yTo B CI'-1 cTarMcTH4ecKH 3HaYUMOE CHC-
TEMAaTHYECKOE OTKIOHEHHE 3a(DMKCUPOBAHO BO BTO-
pOM aMana3oHe KoHNeHTpanui. OueBH/IHO, 4TO U
B TOM, M B JIDYI'OM CJIy4yae NPUYMHON TOABICHHSA
CHCTEMAaTHYECKOI0 OTKIOHEHHS Pe3yJIbTaTa H3Me-
PeHHA OT CTAHAAPTA MOCIYKHAH NpobaeMbl aHa-
/N34 BblLIENEPEYHCICHHBIX JIEMEHTOB.

ConocTaBneHue pe3ynbTaToB aHaIu3a BHYT-
pernux cranxapros (nmpobsi C-52 u C-56) nmpuge-
JIEHO Ha pHC. 3 M 4, MIITIOCTPHPYIOLIUX BeChbMa
YAOBIETBOPHUTEIbHOE COBNIafieHHe (koapduumen-
THl Koppessimuu 0,959 u 0,953 coorBeTCTBEHHO).
ITpu aTOM pe3yabraThl onpeaenesns XxpomMa B 06o-
HX CITy4asix 3aBBIIIEHBI OTHOCHTENbHO HCIIAHCKMX,
a rabHMA M UUPKOHMS — 3aHWKeHBl. [IpuunnHoii
9TOrO TAKXKE MOTYT OBITH (AKTOPhI TEXHOIOTHYEC-
KOro mnopsjika (HeJIMHEHHOCTh IPagyHpOBOYHEIX
XapaKTepUCTHK, 3arpA3HEHNE aHATHTHYECKOH Ha-
CTH Macc-CIeKTpoMeTpa M T.4.).

Takum 0OpazoM, NONTYYEHHbIE MAHHBIE IO-
3BOJIAIOT CJ€/1aTh BbIBOL O TOM, YTO B LIEJIOM pea-
nHM3yeMas METOAHKA XapaKTePH3yeTCH 3aHMKEHH-
€M Pe3y/IBTaTOB aHANH3a OTHOCHTEJIBHO CTaHJap-
tHBIX 06pastos CI'-1 u CI'I-1 (cpenunit koaddu-
LMEHT cCHcTeMaTH4ecKux pasmuuui 0,15). Onnako
OTHOCHTEJIEHO «HCITAHCKMX» aHAIM30B METOIHKA
NPOAEMOHCTPUPOBAJa CTATHCTHYECKH HE3HAYH-
Mele pazanyusd (q=0,05). O4eBnaxo, faasHeiIKE
HCCJICIOBAHMA C MCTIONB30BAHUECM MEXKITYHAPOL -
HBIX CTAHJAPTOB COCTABa FOPHEBIX MOPOA W MUHE-
Pa1oB NO3BOMIAT MOBLICHTH KOPPEKTHOCTE BhINOJI-
HCHHA aHATIM30B.
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