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AHAJTUTUYHECKWUE METO/bI U NMPUBOPDI

MukpoBosiHOBasi npo6onoaroToBka —
dvVHAQAMEHT COBpeMeHHbIX MeTOA,0B
XUMUYECKOro aHanmsa

A.B.BaLyH'

YK 543.054

OnncaH MMKPOBOJTHOBbLIM METOZA Pa3IOXKeHMs NPob: nepeyncieHbl OCHOBHbIE 3a4a4MK,
APUHUMNBLI, 06NACTN NPUMEHEH WS U NMPEUMYLLLECTBA MO CPABHEHWIO C APYrUMM
crnocobamm. PaccmMoTpeHa MUKPOBOJTHOBAst cimcTtema npobonoarotosky PreeKem U2,
OTMeYeHbl 0COBeHHOCTM ee paboThbl C LWMPOKMM CMEeKTPOM 06pa3Los, NpeacTaBieHa
Cxema npouecca pasioXkeHns, NnpuBefeH KOHKPETHLIW NprMep OnpeaeneHnsa pTyTu

B MMLLEBbLIX MPOAYKTaX, NOAYEPKHYTA BbICOKAs CTENeHb aBToMaTu3aumm 1 6e301acHOCTb

npw 3kcnayaTaumm.

KntoueBble cnoBa: MVKPOBOIHOBOE PasfioXKeHve Npob, XMMMUYeCKUI aHanms,
nNpo6onoAroToBKa, MUHepanmsaLms npob, npumecn

Pa3jioskeHHe ITpob — IIePBBIM U OUeHb BaKHBIN ITAIl XUMH-
YeCKOro aHAJIM3a, KOTOPBIH obecrieurBaeT IIepexos TBep-
JIbIX KJIU CJIOKHBIX MaTepHUaIOB B OTHOPOAHBIK PACTBOP
JUISL AJIbHENIIero UCCIeq0BAHUSL. TOT POLIECC pelaeT
HEeCKOJIbKO KIIOYEeBbIX 3a/1a4, HAIIPSAMYIO BIMSAIOMKMX Ha
JIOCTOBEPHOCTD pe3y/IbTaTOB. Pa3ioskeHue OIpenesiser
TOYHOCTH aHaaHu3a. HemonHas MHUHepaau3alus [IpHU-
BOJIUT K CUCTEMATHYeCKHUM OIKOKaM, a COBpeMeHHbIe
MeTOABI, TAKHE KaK MUKPOBOJIHOBOE pa3jio’keHHe, CTaH-
JapTHU3UPYIOT IIPOLIECC, ITOBAIIIAsI BOCIIPOM3BOAUMOCTD.
T0 0C06eHHO BASKHO 11 aTOMHO-ab6COPOIIHOHHOM CIIeK-
TpoMeTpuu (AAC), MacC-ClIeKTPOMETPUHU C KHAYKTUBHO
cBs13aHHOM 1asmoi (MCIT MC) u JPYyrHuX METOIOB, OJIs
KOTOPBIX TPeOYIOTCSI SKUIKHE ITPOOHL.

OCHOBHBIE 3a0a4YH
Ppa3JIosKeHHs IMpob

PasnokeHHe HaIlpaBieHO Ha 3¢deKTHBHOe pa3pylle-
HMe MaTPHIbI C COXpPaHeHHeM aHAJIUTUYeCKH 3Ha-
YHMBIX 37IeMeHTOB. PaspylleHre MaTpPUIbl [IPHUBO-
OUT K MUHepaIH3alUuK OpraHUYecKUX BellleCTB KU
JecTPyKLMH KPUCTAIIMUeCKOH pPelleTKH HeopraHuve-
CKHX MaTepHanoB. CoxpaHeHHe aHATUTHYeCKH 3Ha9H-
MBIX 3/IeMeHTOB JOCTUTaeTCsI IIyTeM IIpeloTBpalleHU s

1 «KP-AHal1uTHKa», MockBa, PO.

yleTydHUBaHUS UK Pa3/IOKeHUsI KOMIIOHEHTOB IIpU
HarpeBaHMWH. MemlaoIre NpUMecH yaansoTcs 61a-
rogaps OKMC/IeHHIO OPraHUYeCKHX BeIIeCTB M Pas3py-
IIeHHMI0 KOMIUIEKCHBIX CoelMHeHU U . CIIeAyI0IIM I 3Tall
COCTOHT B IIOAIOTOBKE K OIIpee/IEHHOMY METOAY dHa-
JIK3a: [10Jly4YeHHe PaCcTBOPOB C HY>KHOH KHMCIOTHOCTBIO,
OKHC/IMTEe/IbHO-BOCCTaHOBUTE/IbHBIMH CBOMCTBAMM MK
KOHIIeHTPaLIKeH.

IIpaBH/IBHOE Pa3/IOKeHHEe MUHMMHU3HPYeT CUCTeMa-
THYeCKHe OIIMOKH, TaKKe KaK HelloIHas MUHepa13a-
LIYs UIH IIOTEPU 3JIEMEHTOB.

MeToabl KUCJIOTHOI'O Pa3jIO’KeHH S

KucnoTHoe pasnoskeHHe — Hanbonee pacpocTpaHeHHBIH
IIOJXOZ,, UCIIONb3YIOIIUH CUIbHEIe MUHEePaIbHbIE KHC-
JIOTBI M1 X CMECH ISl IIOJIHOM MHHepaJH3aLHH I1pod
pasHoro cocrasa.

ConstHas kucmota (HCI): pasnaraer kapboHatsl, $oc-
GaThl ¥ TUAPOKCUIBL.

A3zotHas kucnora (HNO;): yHUBepCaTbHBIN OKHC-
JIUTE/Ib IJIS1 OPTaHUKH, CYIbOUL0B U MeTa/UIMYeCKUX
IIOPOLIKOB.

CepHas kucnora (H,SO,): JeruapaTUpyOIHI U KOH-
LIeHTPUPYIOIIHUI areHT, 0COBeHHO [J1sl OPraHHUYecKUX
MaTepHasoB.

dropoBomopoaHas Kucinora (HF): paspymraer cuiu-
KaTbl I MUHEPAJIbl, YCTOMYMBLIE K JPYTHM KHCTIOTaM.
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CMecH KHCJIOT: «L[apcKasi BOJKA» (HNO3+HC1), KOM-
6unanuu c HClO, mnu H,SO, obecriedrBaOT MUHepa-
JIU3ALIHIO CTIOKHBIX TTPO0.

PaboTa ¢ KOHIEHTPUPOBAHHBIMH KHUCIOTAMH, 0CO-
6ernHo HF u HCIO,, TpebyeT cTpororo cobniomeHus Tex-
HUKU 0e30I1aCHOCTH M3-32 KX TOKCHUUHOCTH U B3PbIBO-
OITaCHOCTH.

[IpUHLIUIIBI MUKPOBOJIHOBOH
Mpo60noAroTOBKH

MUKpPOBOJIHOBasI ITPO6OIIOATOTOBKA HCIIONIb3YeT IHEP-
THI0 MHUKPOBOJIHOBOT'O M3/y4eHHs sl 6bICTporo pas-
nokeHHUs. Lleb — IOYyYHTh OJHOPOAHBIK PacTBOp Oe3
IIOTePb JIeMEHTOB U IIPUMeCeH.

MeToz, 0OCHOBaH Ha IOIVIOMIeHHUU SHEePIrUu JUII0Ib
HBIMH MOJIEKYJ/IdaMH (BOL[LI, KI/ICHOT), YTO BBI3bIBAET
JIOKa/IbHBII HaTpeB, POCT JaBIeHHs U YCKOPeHHe peak-
LM, B pesynbrate 39 PpeKTHBHO pa3pyllaeTcsl OpraHu-
4yecKasl MaTpHIia U PaCTBOPSITCSI HeOPTaHHUKa.

PeareHThl U XHMHUYECKHE Cpeabl
IPH NPo60IIOATrOTOBKE

BBI6KPaIOT KMCIOThI BBICOKOM YHCTOTHI B 3aBUCHMOCTH
OT MaTpH1Ibl 06pasua: HNO; - okuciuTesns 1 6romare-
PUAJIOB, UMM, TOTHMepoB; HCl - pacTBopsieT MeTasUIbl
B cmecH ¢ HNO; - «iiapckas Bonka»; HF - 1 CHJIMKATOB,
MHUHEePaJoB, cTekoi; H,SO, - i KOHLIeH TP POBAHHOTO
OKHC/IEHHUS IIPU BBICOKUX TeMIlepaTypax. KombOrHa-
LI KUCJIOT PACIIMPAIOT CIIEKTP UX IPUMeHEeHHUS .

O6/1acTH IPpHUMEeHEeHHU S

MeToq, yHHBepCaJIeH AJISI: 3KOTOTHUYeCKUX 06pas3LoB
(ITOUBBI, BOZBI, A3PO30JIH U [p.); OHOIOrNYeCcKuX MaTe-
pHaoB (TKAaHU, KPOBb, IIperapaTtsl U AP.); IPOMBIII-
JIeHHBIX P06 (CIIIaBBI, pyasl, HeQTEIIPOAYKTHI U JIp.);
MIUIIEBBIX [IPOAYKTOB (3epHO, MSCO, HAIIUTKHU U JIP.).

[IpeMMyILIeCTBA MHKPOBOJHOBOM
Mpo60IIogroTOBKH

9TOT MeToJ, IPeBOCXOAUT TPAAUIIMOHHbIE 10 KIIoue-
BBIM ITapaMeTpaM:
* CKOPOCTb: MHHYTBI BMECTO YacOB U/ CYTOK;
* BOCIIPOH3BOJHMOCTB: AaBTOMAaTHKAa MUHHUMHU3H-
pYyeT 4yesioBe4ecKUH GaKTop;
 6e30MacHOCTD: 3aKphIThle CHCTEMBI IIPeoTBpa-
IAI0T BEIOPOC MapoB, MaKCHMaJbHas 3aIlHUTa OIle-
partopa;
* YHHBEPCaJIbHOCTD: [/IsI OPraHKKU 1 HEOPIaHUKHU;

ANALYTICAL METHODS AND INSTRUMENTS

* YHCTOTA: BBICOKOYHCTBIE PEAKTOPHI CHUSKAIOT
3arpsi3HeHHe.
MHUKPOBOIHOBAsI TPO6OIIOATOTOBKA CTala CTAHAAP-
TOM B COBPEMEHHOM aHAJTUTUYECKON XUMUH, 0COBEHHO
B HI/IIJ_IEBOI:I HPOMBIH_IJ'IEHHOCTI/I 1 OKOJIOTHUH.

MHKPOBO/JIHOBasI CHCTeMa
npobomnoaroroBku PreeKem U2

JTO yCOBEpIIEHCTBOBAHHAS CHCTeMa [Jii MHUKPOBOJI-
HOBOI'O CHHTe3a U Pa3/IokeHus Ipob. MHHOBAIHOH-
Has pa3paboTKa Io3BossieT 6e30macHo U 3GPeKTUBHO
paboraTs pu TeMriiepatype o 300 °C 1 JaBIeHUH [0
200 6ap npy TOYHOM KOHTPOJIe 3TUX [IapaMeTpOB B I1PO-
Lecce pasyiokeHus . IIpy 5TOM 0YeBUIHO PACIIHPSIIOTCS
BO3MOYKHOCTH PabOTEI CO CJIOKHBIMU 06pa3liaMu, KOTO-
pble paHblile ObUIN OrPaHHUYEHBI 10 TEMIIEPATYPe U 1aB-
JIEHUIO M3-3a TPAJAUIIMOHHBIX COCYI0B.

PreeKem U2 - uaeasipHOe pellleHHe )i TPYLHOPa3-
naraeMbIx 06pasIoB, a TakKe IJIsI aBTOMATH3alHHU
IIPOIIeCcCOB B 1abOpaTOpUM. ITO IMPOCTasi U yAobHas
B OKCIUIyaTalMU CHCTeMa MHUKPOBOJIHOBOIO Pa3Jio-
SKeHH S, KOTOPYI0 MOSKHO HCITI0/Ib30BaTh IIpU pabote
C Pa3sJIMYHBIMU TUIIaMHU 11P0o6 (puc. 1). PeakLIOHHAs

Preekem E=e
H
H

Puc. 1. MukposonHosas cucmema npo6ono020mosKu
PreeKem U2
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1. 3arpyska
06pasLioB

2. Co3gaHue
IaBJIeHUS Fa30M

Puc. 2. Cxema pabombl PreeKem U2

KaMepa C IIpeBapUTe/lbHBIM IIOBBIIIEHHEM JIaBJIe-
HUSI, MUKPOBOJIHBI II0JIAIOTCSI B KAMEPY CHHU3Y, a Boja
IIOIJIOIAeT MHUKPOBOJIHOBYIO SHEPTHIO [JIsl HarpeBa
obpasna. OXmIaskAeHHe IPOUCXOJHUT 3a CUeT L[UPKYJIS-
IIUH BOJBI (PHC. 2). MOSKHO aHAIU3HUPOBATh 06pa3Iibl
maccou ot 100 Mr 10 5,0-6,0 I, 4TO pacIIHpSeT CIIEKTP
06BbeKTOB HCC/IeLOBAHUS.

[IpenMyIecTBa H 0CO6€ HHOCTH CHCTEMBI:

 00pasipl He HYKIAIOTCS B COPTHPOBKE, Pas3iuy-
HBIe THITBI MOSKHO 06pabaThIBaTh OIHOBPEMEHHO,
a MHepTHasl aTMocdepa B aBTOKJIABe ITO3BOJIUT
n36eskaTh KOHTAMUHALIUH

e Macca obpasua ot 100 mr mo 5,0-6,0 r, BO3MOXK-
HOCTb PaboThl ¢ 06beKTamMu HonbIIoro 0bpema;

* CHIDKEHO BJIMSIHHE Ha 5KOJIOTHIO;

* CHIDKEH Pacxof KUC/IOT IIPY Pa3/IosKeHHH 3a CUeT
yMeHBIIeHHOro 06beMa IIPOOHPOK B aBTOKJIABE;

* MHHHMMH3HPOBaHA paboTa omepaTopa: cocys aBToO-
MaTHYeCKU IIOJHHUMAETCS I10C/Ie 3aBepIleHHUs
paboTsl. BeICTpast ouKCTKA U 0b6CIyskUBaHUe. YI06-
Has 1 OBICTpasi 3aMeHa POTOPOB IIPU HeOOXOmH-
MOCTH;

* TOYHBIN KOHTPOJIb TEMIIEPATYPHI U JaBIeHHUs. JaT-
YHK TeMIIepaTypsl YCTAHOBJIEH Ha JHe peaKkTopa,
IaBlIeHHe U3MePseTCsl BBICOKOTOYHBIMU AaTUYH-
KaMH;

*  YCTOMYMBOCTb K SKCTPEMA/IBHBIM YCTIOBHSIM aHAJIH3A,;

« 6e30macHOCTh U 3$PEeKTUBHOCTh IIPH paboTe
C MaTepHaJlaMHU IOf, BBICOKMM JaBlIeHHeEM
U TeMIIepaTypor. ABTOMaTHYecKas CHCTeMa

3. MHUKDPOBOJIHOBBIH
Harpes

AHAJINTUHECKUE METO/ bl N NPUBOPbI

<_[

4. YCKOpeHHOe
OXJIasKAeHHe

5. C6époc maBieHUs
U U3BJIeYeHHe 06pa3lioB

OTK/IIOYeHHMSI. B 3KCTpeMa/bHBIX C/Iy4YasX IIPH
IaB/IeHUH > 200 6ap BRIIOYAETCS IIPeLOXPAHUTEIb
HBII KJIallaH AJI1 OTKIYeHHs] MUKPOBOTHOBOL
neun. Jls obecriedeHus 6e30I1acHOCTH SKCIIEPH-
MEHTOB BK/IIOYAeTCS OXJIaKAAKollas BOJa U LIeH-
TPO6eKHBII BEHTHUIISTOP;

* IIPOCTOE U IIOHATHOe pycuduirpoBaHHoe I10;

* BBICOKAs TOYHOCTb ¥ 3QPeKTHUBHOCTD;

* IIMPOKUH BbI6OP POTOPOB U BO3MOXKHOCTb KaCTO-
MU3aLMH;

* CHIKeHMe 3KCIUIyaTallMOHHBIX PACXOMO0B 3a CYeT
BO3MOXKHOCTH HCIT0JIb30BAaHHUS a/IbTePHATHBHBIX
OZIHOPA30BbIX ITPOOMPOK U3 CTEKIA U YMEHBIIEHHU S
KOJIMYeCTBa BHOCKMOK KHC/IOTBI B ITPOOBI.

[IpuMep pa3IosKeHHUs
LISl onIpefesieHUusl PTYTH
B ITHIIEBHIX ITPOAYKTAX

I[ToAroToBH/IM 06pas3Libl C BEICOKKM COIepsKaHHEeM SKHUPOB,
6eIKOB U YITIeBO/IOB: PHC, COeBble 606BI, IIOPOILIOK CIIOP
KUTAMCKOro rpuba, 4ai, aHuUC, CylleHble 60065l, TeYeHbe,
PacTHUTeIbHOE MAC/IO, KOHIIeHTPHPOBAaHHAS OCHOBA /IS
6y/1bOHA, MACJIO UMM, caXap, MOJIOKO, CyX0e MOJIOKO,
CryLeHHOe MOJIOKO. IToMecTH/IH 06pasiibl B IPOOHPKH,
nobaBuan B 35 npobupok 4 M1 2% pacTBopa a30THOHU
KMCJIOTBI, a B JIpyrue 7 -~ 1o 4 MJI CTAaHAAPTHOIO pac-
TBOpa pTyTH (100 MKI/1), MepeMellany, IOMeCTHUIN
B LITATHB [y1s1 06pa3loB U YCTAaHOBUIH B mpubop U2
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Puc. 3.
3azpy3ka npob

Puc. 4. [lobasneHue Puc. 5. [Mocne
KUCAOMbI paznoxxkeHus

I pasnoxkeHus mpu 230 °C B TeyeHHe 20 MUH, I10CTIe
4yero mposenu aHanus metogom MCIT-MC. Ilo pesynbTa-
TaM coziepskaHue Hg B 35 mpobrpKax COCTaBUIIO MeHee
0,005 MKr/n (puc. 3-5).

9To JOKa3blBaeT OTCYTCTBHE IIepPeKPeCTHON KOHTa-
MUHALMY 3JIeMeHTaMU C BBICOKUMHU U HU3KHMMU KOH-
LIeHTPaLUsIMHU [IPU HCII0Jb30BAHUU CHCT@MBl MHUKPO-
BOJIHOBOTO pasnokeHus U2 (puc. 6).

3aK/JIrouUeHHue

IIpencTaBieHHble B PaboTe JaHHBIE CBU/ETETLCTBYIOT
0 TOM, YTO MUKPOBOJIHOBAsI CHCTeMa ITPO6OIIOATOTOBKU
PreeKem U2 IIOJTHOCTBIO OTBEYAET COBPEMEHHBIM Tpe-
OOBaHUSM IIPOBeJeHUsI XUMHUYeCKoro aHanusa. Coue-
TaHIe BbICOKOH 9Hepros$pdeKTHUBHOCTH, TOUHOIO KOH-
TpoJIs IIapaMeTpoB (TeMmIiepatypa mo 300 °C, maBieHHe
10 200 6ap) 1 BO3MOKHOCTH paboTsl ¢ obpas3riaMu pas-
JTMYHOIO COCTaBa M Macchl (0T 100 Mr 710 6 I) fenaeT
MeTOJI, YHUBEePCAJIbHBIM. ABTOMAaTH3alUs IIPOLeCCOB
Y MCII0JIb30BaHHE TePMeTHYHBIX aBTOK/IABOB CBOJAT
K MUHHUMYMY BIHSHHE OIIePaTopa, UCKIYAIOT II0TepU
JIeTy4YHX KOMIIOHEHTOB U IIePeKpecTHoe 3arpsi3HeHue,
YTO ITOATBEPKIEHO 3KCIIePHMMEHTA/IbHO Ha IIpUMepe
ompefeneHUs PTYyTH. brarogaps 3STUM 0CO6eHHOCTSIM
CUCTeMa [AeMOHCTPHUPYeT BBICOKYIO BOCIIPOM3BOM -
MOCTb, OTCYTCTBHME KOHTAMHHALMK, YUCTOTY MUHepa-
NMU3aluu 1 6e30I1acHOCTD ITPU paboTe c arpecCHBHBIMU
cpegamu. COBOKYITHOCTD IIePEYHC/IEHHBIX IIPEUMY-
mecTs fesiaeT PreeKem U2 IIpeKpacHbIM pelleHHueM /1
3¢ eKTHBHOr0 IPUMEeHEeHHs B IIHPOKOM CIIeKTpe J1abo-
PaTOPHBIX 3aZlad: OT 3KOJIOTHYEeCKOI0 MOHUTOPHUHIA
M KOHTPOJISI KauecTBa [UIIeBok IIPOAYKIHUH A0 dapma-
LIeBTHYeCKUX UCC/IeIOBAHUH, aHA/IM3a [e0/IOTMYeCKUX
1 IPOMBIIIVIEHHBIX MaTepHasnoB. IIpocToTa 06cmysKu-
BaHHS, PyCUPHULIMPOBAHHOE IIPOrpaMMHOe obecrie-
yeHHe U THO6KOCTh B BbI6OpEe PACXOLHBIX MaTepHaIoB
I103BOJISIIOT JIETKO HHTEIPUPOBATh CUCTEMY B paboumnit

ANALYTICAL METHODS AND INSTRUMENTS

Hg standard (100 mr/m)

Blank

Puc. 6. OueHka 803mM0XKHOL nepekpecmHoli KOHMAaMUHAUUU

IIPOLeCC KaK Hay4YHO M CC/IeJ0BATeIbCKUX, TAK U PyTHH-
HBIX aHAUIUTHYeCKUX 1abopaToputi. Takum obpasom,
PreeKem U2 mMoskeT ObITH PeKOMeH0BaH B KauecTBe
HaJIe>KHOT'0 U YHHUBEPCAJIbHOTO pellleHus AJs IIpobo-
IIOAATOTOBKH, 06eCIIeYHBAIONIEro JOCTOBEPHOCTD Pe3y/Ib-
TATOB IIPH COOITIONEHHNH BBICOKHUX CTAaHAAPTOB be3omac-
HOCTH U IIPOU3BOAUTE/IHOCTH.

Komnanus «KP-AHaIUTHKA» - 0QULIUAIBHBIN ITPef-
cTaBUTeNb PreeKem Ha TeppuTopuu Poccuiickoil Qene-
paLMH — IIpUIVIallaeT 3auHTePeCOBAHHBIX CIICI[HA/IHMCTOB
IIOCETUTh COOCTBEHHYIO IeMO-1ab0paTOpPHIO U IT03HAKO-
MUTBCSI Ha IIPAKTHKe ¢ paboToit 060pynoBaHUS, B TOM
YKCIe, A5 IPObOIIOATOTOBKH .
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