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THE RAPID SCREENING METHOD OF VOLATILE ORGANIC
COMPOUNDS IN WATER SAMPLES BY SPME-GC-MS

Abstract. The main sources of water pollution in the territory of the Republic of Kazakhstan are industrial,
mining and processing enterprises, livestock farms, agricultural fields, various water settlers, storage of solid and
liquid waste, oil products, storage of some materials, vehicles and others. Without the adoption of certain measures
to improve of situation, the Republic of Kazakhstan may face major environmental problems.

Currently, there are many techniques for the analysis of organic pollutants in water bodies. However, until now
the express and at the same time "green" method for the analysis of organic pollutants in water objects is not created.

The aim of this work is to develop methods of screening of volatile organic pollutants in water samples based
on solid phase microextraction coupled with gas chromatography-mass spectrometry. This paper presents the results
of the optimization parameters of solid-phase microextraction of volatile organic pollutants such as BTEX and
organochlorines. In the analysis of volatile organic pollutants, optimization of sample preparation parameters such as
extraction temperature, extraction time and desorption time, pre-incubation time, provides the most sensitive
determination of pollutants.

SPME methods in combination with GC-MS can be used for the rapid screening of volatile organic compounds
in the analysis of real water samples.

Key words: Volatile organic compounds, Solid-phase microextraction, Gas chromatography, Mass
spectrometry.
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IKCIIPECCHAA METOAUKA CKPUHUHI'A JIETYYHUX
OPTAHMYECKHUX 3AT'PASHUTEJIEN B BOJAHbBIX OBPA3IIAX
C UCITOJIB3OBAHUEM METOJA T®OMI-I'X-MC

Annoramus, OCHOBHBIMH HCTOYHHKAMH 3aTPA3HCHHS BOIHBIX 00BCKTOB HA Teppuropnu Pecnyomukn Kazax-
CTaH ABJLIFOTCS NMPOMBIIITICHHBIC FOpHOI[O6I>IBaIOH.[I/Ie H nepepa6aTLIBa}omne OPCaANPUATHA, KUBOTHOBOIICCKUC
(hepMBL, 3EMIICICITBUCCKIE IO, PA3IMYHOTO POJA OTCTOWHMKH, XPAHWJIMINA TBEPABIX M JKUIKHX OTXOJ0B, HE(-
TEIPOAYKTOB, CKIAABI HEKOTOPBIX MATEPHATIOB, aBTOTPAHCIOPT U ApP. be3 NpuHATHA ONPEeaSACHHBIX MEP MO YIy4-
meHu0 00CTaHOBKH PecmyOmrka KazaxcTaH MOKET CTOJIKHYTHCA C KPYIHBIMHA KOJOTHUCCKAMH MPOOICMAaMH.

B HACTOAMES BPCMA HMCHOTCA MHOKCCTBO MCTOOUK IO AHAIH3Y OPTaHHICCKUX 3.’:1I’p$13HI/ITeJ'IeI\/II B BOJHBIX
o0bekTax. OMHAKO IKCMPECCHOTO W OJHOBPEMCHHO '3€JICHOTO" METO/A ULl aHAIM3a OPraHMYECKUX 3aTrPsI3HUTEICH
B BOJHBIX 00BCKTAX HE CO3JAHO.

Lenbto naHHOM padoOTHI ABIIETCSA pa3paboTKa METOAWKH CKPHHUHIA JECTYUIMX OPTAHWUICCKUX 3arpA3HUTEIICH B
oOpasnax BOABI HA OCHOBE TBEPAO(A3HOH MHKPOIKCTPAKIUH B COUCTAHHH C Ta30BOM XPOMATO-MAacC-CIIEKTPOMET-
pucii. B manHO# paboTe MPEACTABICHBI PE3yIbTATH MO ONTHMH3AMNH MAPAMCTPOB TBEPAO(PASHONH MHKPOIKCTPAK-
[OUH JIETYYHUX OPTaHWYeCKUX 3arps3HuTencH, takux kak BTIK m xmopoprammueckue coenuneHus. [Ipu aHammse
JCTYYUX OPTAaHMYECCKHUX 3arpsA3HHUTENCH, ONTHMH3ANMSA TAKHX MAPAMETPOB MPOOOMOATOTOBKH KAk TEMIEPATypa
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SKCTPAKIUH, BPEMS SKCTPAKIUH, BPeMs NPECHHKYOAIMH U BPEMsI IECOPOIUH 00ECICUNBAcT HANOOIIEE Uy BCTBUTCITb-
HOE OIIPEJICIICHUE 3arPA3HUTEICH.

Meronpt TOMD3 B couerannu ¢ [’ X-MC MOryT OBITH HCIIOIB30BAHBI IIPH SKCIPECCHOM CKPHHHHIC JETYUIHX
OPTraHWYECKUX COCTMHECHUH MPU aHATN3E PEATBHBIX BOJHBIX 00Pa3LoB.

K/noueBble cj10Ba: JI€TyUHEe OPraHHYECKUE COSAMHEHHA, TBepAO(a3HAsd MHKPOIKCTPAKIHA, ra30Bas XpoMa-
Torpadusi, MacC-CIIEKTPOMETPHSL.

1 Beegenune

OnmHoli W3 Hambonee axkTYaNbHBIX 3KoJNorHueckux mnpodnem B Pecnybnmke Kazaxcran semaercs
COCTOSIHUC BOJHBIX PECYPCOB, HATHYHE U COCTOSHUC KOTOPBIX SBIISFOTCS JKU3HCHHO BRKHBIM (HaKTOPOM,
BIMSOLINM HA SKOHOMHYCCKOE Pa3BHTHE CTpaHbl. Bompeku 3tnM 00cToATEIbCTBAM, O0IIEe COCTOSIHAC U
Ka4eCTBO BOAHEIX pecypcoB B PecnyOnuke KazaxcraH 3HAYUTEIBHO YXVAIIACTCSA, H MX HHTCHCHBHOC
3arpsI3HCHUE MOXKET OKa3aTh Pa3pyIIUTEIbHOC BO3ACHCTBHE HA OKPYIKAIOIIYIO CPEOY.

B Hacrogmee BpeMs BO MHOTHX 3KOJIOTHYICCKUX T1a00PaTOpHsIX ONPEACICHHUE JCTYYHX OPraHMICCKHX
3arpsi3HATENCH B 00pa3uax BOJAB MPOBOMAT METOAOM Ta30BOM Xpomarorpaduu ¢ pasIudHBIMU
BapHAaHTaMH JeTeKTUpoBaHMs mnocne mnpeasaputeabHoii JK-K mubo TtBepmodasHol sxcTpakimn
HCCIIEIyEMBIX aHATUTOB U3 BOAHOH B OpraHu4eckyio (ady U KOHLCHTPHPOBAHUS BhImapueaHueM [1-5].

UyBCTBHTEIBHOCTD OMPEICICHHUS BCETO CIIEKTPA JICTYUHX OPTaHHYCCKHUX 3arps3HUTENCH AOBOIBHO
3aTPyIHUTEIBHO H3-32 Pa3IH4YHi (PU3HKO-XUMHYCCKUX CBOWCTB AHAIUTOB, 4 UMCHHO MOJIPHOCTH U
TEMIICPATYPHI KUNICHUS.

OxvH U3 OCHOBHBIX HEAOCTATKOB MCIOIB3YEMBIX MCTOAOB — HMX HH3KAs 3KOJOTHYHOCTB, TaK KAk
TpeOYEeTCA MPUMEHEHHE TOKCHYHBIX OPTAaHHYCCKUX PACTBOPUTEICH.

AHanmu3 JeTyYHX OPraHUYECKUX 3arpsA3HATEICH B 00pasiax BOABI MO3BOSCT BBIBUTD 3arpsS3HUTCITH
(mecTHIUABL, TOMHLMKIHYECKUE apomarmiyeckue yriaesogopoasl (ITAY), xnopopranuueckue pacTBopH-
TENU U APYTHE BBICOKOTOKCHYHBIC COCAMHEHHS), KOTOPBIC HETATHBHO BJIUSIOT HA 3X0POBbS YCIOBCKA.

B Pecnybnuke Kazaxcran OeHCTBYIOT CTaHIAPTHBIC METOAMKH I  ONPCACICHHS OPTaHMICCKUX
sarps3HATEICH B BogHbIx oOpasuax: [TAY (PHl 52.24.440-2006); denonos (MYK 4.1.647-96, MYK
4.1.752-99, MVYK 4.1.1263-03, PI1 52.24.480-2006, MYK 4.1.737-99, PJ1 52.24.488-95); BTOK (Genzon,
Tonyou, 3tunoenson, kewnon) (MYK 4.1.650-96, MYK 4.1.651-96, MYK 4.1.1205-03, MVYK 4.1.739-99,
MVYK 4.1.1205-03, MVYK 4.1.650-96, MYK 4.1.739-99, MVYK 4.1.1205-03, MYK 4.1.650-96);
[Mectnmumos (MYK 4.1.649-96, MYK 2142-80, TOCT P 51209-98, P/] 52.24.411-2009).

BonpminHCTBO AaHHBIX METOAUK HE OTBCUAIOT MPHHLHIAM 3€ICHOW aHATUTHYCCKOM XMMUH H3-32
BBICOKHX 3aTpar OPraHHYCCKUX PacTBOPHUTENCH mpH aHamu3e. M mosToMy COBPEMEHHBIH 3KOIOTHYCCKUN
MOHUTOPHHT TpeOYeT ONPEACICHHS IOHPOKOTO KPyra XUMHUYCCKHX 3arpsasHUTencii B 00BEKTax
OKPYKAIOIIEH CPEeabl, UTO, B CBOKO OYEpeIb, TPEOVET NPUMCHEHHUS HECKOJIBKHUX METOJIOB aHaIu3a U mpo-
6onoaroropkd. OXHUM W3 MEPCHCKTUBHBIX HATPABICHUN PA3BHTHI SKOJOTHUCCKHX JIabopaTopHi BO
BCCM MHpE SIBIACTCS BHEAPCHHUE OBICTPHIX M HEJOPOTMX METOAHK CKPHHHMHIA, KOTOPHIC TO3BOJISIOT
OBICTPO OLICHHUTBH 3arpsA3HCHHOCTh TOTO WM HHOTO 00pa3la W 3HAYUTCIBHO CHH3HTh BPEMCHHBIC U
(bHHAHCOBBIC 3aTpaThl U YBEIHIHTh 00beM aHanu3upyeMbix nqanaerx. Merox US EPA 8270C mo3eonser
ONpeeTuTh OONBIIMHCTBO H3BECTHBIX CPCAHENCTYYHX MOJUIIOTAHTOB C IMOMOINBIO OJHOTO AHAIH3A,
OJHAKO JaHHAS METOAMKA TAKKE TPEOYET HCIOIb30BAHIE OPTaHHUECKUX PACTBOPUTEICH.

B pesynprare aHanmza COBPEMCHHOH JUTCPATYPhl OBLIO BBIABACHO, 4TO MeToa TOMD mupoko
PacIpoCcTpaHeH MPH AHATU3EC BOAHBIX OOBEKTOB H3-3a MPOCTOTHI HCIOIb30BAHHS, BO3MOXKHOCTH aBTO-
MAaTH3aLUH MPOLecca, CHIKCHUS TPYIOBEIX U JCHEKHBIX 3aTpaT HA OAWH aHAIU3 U, YTO CAMOC BaXKHOC,
TOMD He TpeOyeT HCHONB30BAHUSA OPTaHHUYCCKHX pacTBoputenci [6-13]. B Hactosmee Bpems
omyOIMKOBAHO MHOJKECTBO METOMUK MO aHATH3Y OTACIBHBIX KIACCOB JCTYYHX OPraHHYCCKUX 3arpss-
HHUTEJICH B MPUPOIHBIX, CTOYHBIX M MUThCBBIX BOJAX. Y CIOBUS SKCTPAKLMH BAPBHUPYIOTCS OT METOIUKH K
METOANKE, HO VHHBEPCATBHOTO METOAA U aHAIN3a NCTYYHUX OPTaHHYCCKUX 3arpsA3HHUTENCH eIue He
CO3JaHO.

Lenp paGoTel 3akmouanack B paszpaboTKe METOIUKH CKPHHUHIA JETYIMX OPraHUYCCKHX 3arps3HH-
Tenel B 0Opasnax BOABI HA OCHOBE TBEPAO(A3HOM MUKPOIKCTPAKLHHN B COUCTAHUH C Ta30BOU XpoMarto-
MacC-CHEKTPOMETPHUEH.

XNOpOpraHW4eCKUEe PAcTBOPUTCIH, TAKHE KaK TCTPAXJIOPATHICH, IUXIOPMETAaH, XI0podopm,
YETBIPEXXJIOPUCTHH YIICPOI U T.J. SBISIOTCS TOKCHYHBIMU BELICCTBAMH, OKA3bIBAIOIIUMH TOKCHYECKOC
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JCUCTBHE Ha LICHTPAIBHYIO HEPBHYIO CHCTEMY, NCUCHb W MOYKH, 4 TaKKe OOIANAIOINUMH HAKOKHBIM,
KO’KHO-PE30pOTHBHEIM M WHTASLIHOHHBIM BO3AcHCTBHEM. [IpH KpaTKOBPEMEHHOM BO3JCHCTBHH MOTYT
BBI3BATh PA3JPKCHHC IJIA3, KOXKH W JeIXaTeNbHBIX myTed. B Hekortopeix crpanax EC mpuvenenme
XJIOPOPTaHHYECKUX PACTBOPUTEIICH 3aIlPEIICHO AAXKE B Ja00PaATOPHIX.

CranaapTHas METOAMKA OIMPEACICHUS XJIOpopranuyueckux pacreoputencii B Boge (MYK 4.1.649-96)
OCHOBAaHA HA W3BJCUCHHUH ONPCACTSICMBIX BCLICCTB W3 MATPHIBI Ta30BOU 3KCTPAKLUCH, KOHLECHTPUPO-
BAaHUC HA TBEPJOM MOIUMEPHOM aACOPOCHTE, MOCHEAYIOMECH TepMuueckon aecopoiwu (Purge-and-Trap,
MPOAYBKA W VIABIHBAHHUC), KPHOTCHHOM (OKYCHPOBAHMHM B KaIWLIPE, razoxpoMarorpaduueckoM
Pa3aciCHUH HA CTCKISHHOU KANWULIPHOH KOIOHKE W WACHTU(QHKALIMK MO MacC-CIEKTpaM. MeToauKu
TO3BOJIIOT ONpeACIATh B Boac A0 10, a B mouse — 10 4 XIOPOPraHUUCCKUX PACTBOPUTENCH 3a 3,5 1aca.

Henocratkamu MeTOAMK, MpEeAHA3HAUYCHHBIX U AHATH3a XJIOPOPTaHHYCCKUX PACTBOPHTEICH,
ABISICTCSL JOPOTOBH3HA MOJUMEPHBIX cOpOCHTOB. OHAKO OTCYTCTBHE HCIOJB30BAHUS PACTBOPHTEICH
JCNACT UX KOJOTHICCKU OC30TaCHBIMH.

CyILIeCTBYIOT HECKONBKO CTAHOAPTH3HUPOBAHHBIX METOIAMK OMPEACICHHSA TONMYOlIa, OCH307a H
KCUIIONIa B BOJE, ABJsomuecs Hanbonee 3G (HEeKTHBHBIMU U HE TPEOVIOIIHE NPUMEHEHHS OPTaHHYECKHX
PacTBOPUTEICH:

- Meroauka ompeaencHus toayosa B Boae (MYK 4.1.650-96), ocHoBanHas Ha TSPMOICCOPOLIMU H
oTOOpe mapoBoii a3kl ¢ €€ MOCICAYIOIUM BBOOM B ra30Bbii xpomarorpad;

- MCTOOHKU ompeacicHus OcH3oma B BOAHBIX oOpasmax (3kcmpecc-metoasr [ X/MC MYK
4.1.1205-03, MYK 4.1.650-96), xoTOpbic OCHOBBIBAIOTCS HAa AMHAMUYCCKOH Tra30BOH OSKCTPAKLIHH,
KOHLICHTPUPOBAHWH HA TBEPAOM IMOTHMEPHOM COPOCHTE, a TaKkKe TEPMOACCOPOLMH U OTOOpE razoBod
dasel.

Hanasie MeToapr mo3eossator onpeacnate 10-12 BemecTs oxHOoBpeMmeHHO B amamazone 0,005 — 20
Mr/1 u ycnemno npuMeHstorcs B P@ u PK. Oxnako Bpems aHammza 3aHUMAaeT JOBOJIBHO OOIBIIOE
KOJTHUYCCTBO BPEMEHHU U COCTABILICT OT 1,5 10 2 "acos.

Metoauka ompenencHusi OcHzonma, Toayona u kcwioga (MYK 4.1.739-99), ocHoBanHas Ha
SKCTPAKLUKM TEKCAHOM M VIIAPUBAHHH 3KCTpakTa, TpeOyer mpumeHeHus 70 M H-TEKCaHa U MO3BOJCT
ompeneatTe A0 6 BemecTB B amamazone ot 0,005 mo 20 Mr/;[M3 MPH BPCMCHHBIX 3arpartax Ha | aHamms
oxono | 1gaca.

Ha cerogusinnamii ACHP CYIIECTBYST MHOKECTBO 3¢/CHBIX MeToauk onpeaciacHust bTIK B oObekTax
OKpyKaroInei cpeapl. 3eneHsie Metoauku onpeaeacHus bBTIK ocHoBanbl Ha ra3oBoil xpomarorpaduu ¢
nmpeaBapuTeibHON  TBepAodazHoit  mukposkcrpakuueir. Jms  ompeaenenuss  BTOK  metogom
TOMI/TX/MC u [IOA/TOMI/TX/MC ucnonp3vIOTcsl Pa3TuuHBIC SKCTPAKIHOHHBIE MOKPHITHS — 100
MM TTIAIMC, 56 mxm TTIAMC, 75 mxm KapOoxcen/ITJIMC.

Meroger ompegenenus BTOK He TpeOyrOT AIMTENBHBIX 3aTpaT BPEMCHH M HE  SBISIOTCH
TpyaoeMkuMu. Bpems skcrpakipin BTIK Ha nosepxHOCTH COPOLIMOHHOTO BOJMIOKHA 3aHUMAET OT 2 10 30
MHUHYT B 3aBUCHMOCTH OT HCCIeAyeMON MaTpuitsl [14-16].

Hns wzsnacucHuss BTOK u3 uccaeayempix Matpuil He TpeOYSTCS MCHOIB30BAHUE PACTBOPUTEICH, a
Temreparypa useiacueHus Bapeupyercss ot 25°C mo 40°C. [Jns aHammza BOAHBIX PAcTBOPOB Ha
conepskanue BTIOK B meronuke [17] 100aBastOT COMb JUIIB A1 TOTO, YTOOBI YBEJIUYUTE UOHHYIO CHTY
pacTBopa, KOTopas CmocoOCTBYIOT NEPEXOY aHATHUTOB B Ta30ByIO (asy.

B xone nposeneHHOrO aHa M3a nMeromuxcs Metoauk onpeacacHus bTIK B o0bekTax okpyskarommeit
cpeapl Oblno ycranoBneHO, uto MeToanl TOMI/MTX/MC u [NOA/TOMI/TX/MC ssisrorcss HauboIee
ontuManbHbIMH. [IpeuMyInecTBaMu  JaHHBIX METONOB  SABIICTCS OKCIPECCHOCTh M MPOCTOTA
MPOGOATOTOBKH.

2. JKCHePpUMEHTAJIBHAS YACTh

2.1 Onmumusayusa napamempos meepooasHoil MUKPOIKCMPAKYUL HO MOOETbHBIX 00pa3yax 600bl

Hna pa3paboTku METOOUKH CKPUHUHTA OPTaHWYECKHX 3arps3HHATENCH B BOAHBIX 0Opasmax ¢
HCTONB30BAHUEM METOa TBEPAOGA3HONH MHUKPOSKCTPAKLHH B COUCTAHHUHU C razoBoil xpomarorpaduci c
Macc-criektpoMerpudeckiM aetekruposanueM (TOMDI/T'X/MC), B kadecTBe OOBEKTOB HCCIICAOBAHHMS
ObLTM BBHIOPAHBI MOJACTBHBIC OOPAa3Lbl BOABI, 3arpsA3HCHHBIC CICAYIOMIMMHU JCTYYUMH OPraHHYCCKHUMU
coeanaeHuaMu (JIOC): auxmopMeTaH, TETPaxXJOPITHICH, YCTHIPEXXIOPHUCTHIA VIICPOd, XIopodopm,
XJIOPOCH30M, AUXJIOPITaH, aleTOH, OCH30M, STUIOCH30, M-KCHIION, H-KCHUIOJN, O-KCUION U Tomyou. Jlns
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MpUroToBICHU MoACbHBIX 00pas3ioB JIOC Obuia HCHONBp30BaHA MPOTOYHAS BOAA, MPOMYIICHHAS YCPE3
¢uaeTp ¢ o6patHo-ocMoTHUeckor ouncTkor Crystal HO RO-75.

2.2 Ipucomognenie CMAHOAPMHBIX PACMEOPOE JeMYUUX OPLAHUHECKUX COeOUHeHILT 8 800

Ji1 mpUrOTOBICHHS PACTBOPOB CMECH XJIOPCOJACPIKAIIMX OPraHUYCCKUX BEINeCTB (pacTtBop 1) m
ocrampHbiX (pactBop 2) BTOK B srtanone ¢ xoHueHTpanumeid kaxzaoro semiectBa paBhoi 100 mr/m
HEOOXOOUMO BHECTH MO 5 MI Ka)XIOr0 BELIECTBA B MEpHYIO KO0y obwemom 50 mua. HMcemone3ys
IIOTHOCTH, OBLT PACCUUTAH 00BEM KAXKIOTO BEIICCTBA, COOTBETCTBYIOIUE 5 Mr (Tabnuua 1).

Heo6xomumpbie 00BEMBI KaXI0T0 PacTBOPUTET BHOCAT B KOJIOY BMECTUMOCTBIO 50 M, pacTBop
JOBOJSAT IO METKH 3TaHONIOM M nepememusart. Cpox xpanenus — 1 mecan npu 4°C.

Js monyuenust moaeapHOro pactsopa cmecu JIOC B Boae ¢ konueHrparment 100 Mxr/n, B BHady
o0bpeMom 20 MIT BHOCAT 5 MJI BOJBI M IO 5 MKJ pacTBOPOB | U 2, mepeMeInnBaroT.

Tabmra 1 — [Ipurotonenue pactBopoB JIOC s MOAENBHOTO BOIHOTO 00pasiia

No i/ JIOC IImoTHOCTD, I/MI m, Mr V, MKII
Pacmeop 1 (xnopopeanuueckue coeounenus - XOC)
1 JIIXIIOpMeTaH 1.336 5.0 37
2 TETPaXJIOPITUIICH 2.983 5.0 1.7
3 YITIEPO]| YETHIPEXXIIOPUCTHIA 1.632 5.0 3.1
4 xmopodopM 1.498 5.0 3.3
5 XITOPOEH301 1.110 5.0 4.5
6 JIXIIOPITaH 1.258 5.0 4.0
Pacmeop 2 (FTOK)
7 areToH 0.791 5.0 6.3
8 OeH30II 0.879 5.0 5.7
9 STHIOEH301 0.867 5.0 5.8
10 M-KCHJIOT 0.861 5.0 5.8
11 TI-KCHJIOT 0.861 5.0 5.8
12 0-KCHJIOI 0.880 5.0 5:7
13 TOIY Ol 0.867 5.0 5.8

2.3 Hapamempui npobonodzomosku 0 meepoopasHoli MUKPOIKCPAKYULL

O6bem obpasua BOABI — 5 MJI, SKCTpAaKUMs NPH MEPHOIHUYECKOM nepeMemnBaHuy. OnTuManbHbIC
nmapameTpsl TBepAodaszHol mukposkcTpakuun JIOC u3 BOABI: COCTaB 3KCTPAKLIMOHHOTO TOKPBITHSL,
TEMICpATYpa M BPEMs DKCTPAKLMK, BpeMs JcecopOuumu, moOaBka comu, o0beM rasosoi ¢aser, pH
OMPEIESIIN SKCIIEPUMEHTATIBHO.

2.4 Hapamempol xpomamospaduposanus

JKCTPAKLMOHHOE TMOKPHITHE BBOAMIN B YCTPOWCTBO U BBOJA raszoBoro xpomarorpada ¢ macc-
crnektpomeTpudeckum aerekropom 6890/5973N (Agilent, CIIA) B pexkume Oe3 ACACHHS TMOTOKA.
XpomarorpadupoBaiu ¢ UCIOIB30BAHHEM KaMMLIIPHOU KOomoHKH DB-35MS mnunoit 30 M, BHYTpSHHUM
muametrpom 0,25 mm u tommuHoN tuieHku 0,25 mim. ['as-Hocurenp (remuii Mapku «Ay») mogaBanu B
PEKHUME TOCTOSHHOH ckopocTH, cocrapsromeii 1,0 mn/munH. JlecopOuuio aHATHUTOB MPOBOJWIN IPH
temneparype 240°C. Temmeparypy tepmoctara koqoHku mporpammuposamu ot 40°C (Beiaepxkka 10
muH) 10 240°C (Bpraep:xkka 5 MuH) co ckopocthio Harpesa 10°C/mun. Bpems anamuza coctaBuio 35 MuH.
Temneparypa untepdeiica MCJ| cocrasisa 240°C, kBaapymons 150°C, ucrounuka noHoB 230°C.
JeTexTHpoBaiy B peKMME CKAHUPOBAHUS HOHOB B TUANAa30HEe MaccoBBIX uucen m/z 34-350 a.e.m.

2.5 Onpeodenenue percuma sKCMpaKyuin

Kak mpasuio, TBepaodasHy0 MHKPOSKCTPAKLHIO AHATUTOB U3 BOJHBIX 00Pa3LOB MPOBOIAT B ABYX
OCHOBHBIX PEXKHMMaxX — W3 rasoBod ¢Gasel u W3 Kugkod ¢Gasel. PeknM 3KCTpakUMH OKAa3bIBACT
CYLICCTBCHHYIO POIb HA CEJICKTUBHOCTD, YYBCTBUTEIBHOCTh METOAA U €T0 TEXHUYECCKHE OCOOCHHOCTH.
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AHanu3 nureparypHeiX JaHHBIX [18-22] mokaszan, uro tBepmodasznas mukposkcrpakums JIOC u3
BOJHBIX 00pa3uoB Hanboee >(hdeKTHBHA U3 ra30BoH (askl, Tak Kak:

1)  Bricokue ko3¢ dunmentsl ['enpu Henomsapueix JIOC obecneunBaroT ux 3G EKTUBHBIA EPEXO
W3 BOJHOH B rasoByro (asy, rae oHu nMmeror donee Bbicokue koadduuumentsr auddyzun u agdextusHo
SKCTPArupyoOTCS MHKPOIKCTPAKLIMOHHBIM HOKPBITHEM;

2) OpU SKCTPakUUM W3 Tra3oBod (asel ompenensromuM HapaMeTpoM SBJSICTCS TEMIEparypa,
PEryIHPOBAHHE KOTOPOH MO3BONHT H3MCHATH CCICKTUBHOCTh SKCTPAKLUM PA3THYHBIX OPTaHHYCCKUX
COCIMHCHUM U3 BOJBI;

3) w3 razosoil (hazpl HAMOOJICE CCACKTHUBHO 3KCTPATUPYIOTCS ICTYUHUE COCAUHCHUS, KOTOPBIC, KaK
nmpaBwio, 00NagaroT OONBIIMM MHIPALHMOHHBIM IMOTCHIMATIOM M TOKCHYHOCTBIO M, KaK CJCACTBHC,
OOJIBIICH SKOIOTHYCCKOM OITACHOCTHIO;

4) w3 razoBod (ha3pl SKCTPArHPYIOTCS IHUINb JICTYYME COCAHHCHHS, YTO MO3BOIET H30CKATH
3arps3HCHHS YCTPOMCTBA I BBOAA MPOOBI M KOJIOHKH Ta30BOro xpomarorpada;

5)  BpeMs KHM3HH 3KCTPAKIHUOHHOTO MOKPBITHS 3HAYUTCIBHO BHILIC MPH IKCTPAKLMH H3 Ta30BOH
daser (0onee 200 aHATH30B ¢ UCTIOIB30BAHUECM | TIOKPBITHS).

2.6 Bvibop onmumansH020 3KCHMPAKYUOHHOZO NOKPBIMIUA

Coctap W TONIMHA 3KCTPAKLMOHHOIO TIOKPBITHS OKA3bIBAIOT CYIICCTBCHHOE BIUSHHC HA
CCNIEKTHBHOCTD TBEPAO(]A3HON MHUKPOIKCTPAKIUK OPTaHHUYECKHX COCAHHCHUH W3 00pa3LoB U UYBCTBH-
TeapHOCTh MeToAa. s ompenencHus coaepxkanus JIOC B oOpasiax BoAbl OMPOOOBAHBI CJICAYIOLIHS
akcTpakiuoHHbie MOKpbITHS: 100 MM  nomugumeTuncunokcad (IIJIMC), 50/30 mxm  auBuHMI-
oensoa/kapookcen/noauaumetrncuiokcad (JIBB/KAP/TIIAMC).

Jns mpoBeJcHUS aHATH3a HCTIONB30BATH CIACAVIOUIHE MapaMeTpbl IpoOOMOATOTOBKU: TEMIIEPaTypa
skctpakiuu 30°C, BpeMs MpeHHKYOannH — 2 MUH, BpeMs 3kctpakimn — 300 cex, Bpems gecopoumu — 120
CCK.

Pesynprartel aHanu3a npeacTaBIcHB HA PUCYHKE 1.
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Pucynok 1 — 3aBucumocTs 1mmoiau makoB JIOC ot cocraBa SKCTPaKIMOHHOTO TTOKPBITHS

B pesynprare amanmnza Obuio ycTaHoBIeHO, uto HauOodbwmuil otkauk JIOC obecmeunBacT
3KCTpakuoHHOe oKpbiTHe Ha ocHOBE 50/30 mxm JIBB/KAP/TIAMC. 910 MOXKET ObITh 0OVCIOBICHO €T0
MHOTOKOMITOHCHTHBIM COCTaBOM, KOTOPBIH MO3BOIAECT SKCTPArupoBarh 0ONee MUPOKUA KPYT AHATHTOB.
JanpHelmye aHaATU3bl MPOBOAMITUCEH C HCIIOIb30BAHHEM JAHHOTO MOKPBITHSL.
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2.7 Onpedenenue onmumManbHoOl memMnepamypsi dIKCMpaKyuu

TemmepaTypa OKa3wIBAaCT CYIIECTBEHHOE BIMSHHE Ha mpoLecce TBEpAo(ha3HOW MHKPOIKCTPAKLIH
OPraHHYCCKUX COCIHHCHUH U3 Ta3oBoi (pasel Hag Boxol. s onpeaencHus ONTUMATBHOW TEMICPATyPhI
skctpakiuu pacteoprl JIOC B Boae ¢ koHueHTpanuen 100 Mxr/a skctparupoBanu npu temneparypax 30,
40, 60 u 80°C um amammzupoBamu meroaom I'X-MC. Dkcerpakimst w3 BOAB MPU OO0JICE BBICOKHUX
TEMIEpaTypax TEXHUYCCKH TPYXHOBBINOIHHUMA BBHIY CYIICCTBCHHOTO IMOBBIIICHHS AABJICHUS BHYTPH
SKCTPAKLIHOHHOTO COCYJa (BHAMBI) U €r0 BO3MOXKHOTO paspyiucHus. Beibop MUHUMAaTBHON TeMmeparypel
SKCTPaKIUK 00YCIOBICH MUHUMAIIBHOH VCTAHABINBACMON TEMIICPATYPON aruTaTopa.

Jls1 mpoBeACHMS aHAIM3A UCIIONB30BATH CICAYIOLING MAPAMETPhI MPOOOMOArOTOBKH: BOJOKHO 50/30
MkM ABB/KAP/TIAMC, Bpems npeunkyOarwu — 2 MuH, BpeMs Skctpakuni — 300 cek, BpeMs aecopoimun
— 120 cex.

Pesynprarer aHanm3a MpeCTaBICHB HA PUCYHKE 2.
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Pucynok 2 — 3aBucumocts iomau ko JJOC (BTOK u XOC) oT TemiiepaTypbl SKCTpakI My

Pesynprarer anamuza mokaszany, YTO YBEINUYCHUE TEMIIEPATYPHl SKCTPAKLHHN B BBIOPAHHOM JAHANA30HE
MPUBOIUT K CHIKCHHIO OTKAMKA JIOC, UT0 MOXKHO OOBSICHUTH TEM, UTO YBCIMUCHHC NABICHHS MAapOB
JIOC manm BogHoU (a3oli KOMIICHCUPYETCS MOHHMKCHHEM KOHCTAHTHI PACHPCIACICHUS BELICCTB MEKIY
noauMepHo# ¢a3ol BOJIOKHA W razoBod (Qazoil. B pesymerare mccneaoBaHus OBIIO YCTAHOBICHO, YTO
ONTUMATIBHOH TEMIEPATypPOH 3KCTpakuny, odecnieunsatromen Hanboapmuii otk JIOC, asasercs 30°C.
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2.8 Onpeoenenue onmumMansHO20 peMeHU SKCMPAKYUL

BpeMst skcTpakiuy OkaszbiBacT CYLICCTBCHHOE BIIMSIHHE HA MPOLECC TBEPAO(A3HON MHKPOIKCTpaK-
LM OPTaHUYCCKUX COCOUHCHUH 13 ra3oBoi (asel Hax Boxoi. 1 ompeaeneHus ONTUMATBHOTO BPEMCHU
skcrpaxiuu JIOC u3 Boxet O onpodosanst 30, 60, 120, 300, 900 u 1800 c.

s mpoBeacHHUs aHATH32 UCTIONB30BATH CICAVIOLINE MAapaMeTPhl TPOOOMOATOTOBKU: SKCTPAKIIHOH-
Hoe mokpeiTie — BonokHO 50/30 mxm JABB/KAPTIIMC, temmeparypa skctpakuuu — 30°C, BpeMs
MpeUHKYOamu — 2 MUH, BpeMs gecop6oumu — 120 cek.

PesynpraTel aHami3a NpeacTaBICHB HA PUCYHKE 3.
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Pucynok 3 — 3asucumocTts mommaay mukoB JIOC (BTOK 1 XOC) ot BpeMeHH 3KCTpaKIuu

Kak mokazanu pe3ynpraTel MPOBCACHHBIX 3KCICPHUMEHTOB, YBCIMYCHUEC BPEMCEHH JKCTPAKLHH IO
pasHomy BimseT Ha skcrpakimio JIOC. Bonokno Haceimaercs BTOK npu Bpemenn skctpakuuu ot 5 10
15 muna. Bomokno amcopOuMOHHOTO THma TPeOYET NPOBCACHHUS JKCTPAKLMU A0 JOCTHXKCHHUS €ro
HACHILICHHUST HAWUOONCE NCrKUMU aHaautamu (quHamuueckuil peskum). Otknuk Goaee aerkux JIOC
CHIDKACTCSl MPH YBEIUYCHUHM BPEMCHH BKCTPAKLMH, YTO MOXKHO OOBSCHHUTH MPOLIECCAMH BBITCCHEHUS
AHATUTOB B BOJOKHE B CBSI3H C €ro HEOONBIIOH 3KCTPAKLMOHHOW eMKOCTH. Bpems skcTpakuuu 2 MHUH
MO3BOJISCT NPOBECTH KCTPAKIIMIO B ANHAMHICCKOM PEKUME.

BBuay Toro, uto ganpHEWIEe MOBHIMICHHE BPEMEHH SKCTPAKIUM HE MO3BONSCT YBEIHYHTh OTKIHK
HauOOIEe JICTKUX COCAMHEHHUH, BpeMs sKkcTpakipu 120 ¢ Opiio BEIOPAHO B KAYECTBE ONTUMAIBHOTO IS
tBepaodazHoi Mukposkcrpakuuu JIOC n3 00pa3oB BOIEL.




H3zeecmua Hayuonanvroti akademuu Hayx Pecnybnuxu Kasaxcman

2.9 Hzyuenue eruanusa 0006aexu cou

HoGaBka comm OKa3pIBACT CYMICCTBCHHOC BIIMSHUC HA MPOLECCC TBEPAO(DA3HONH MHUKPOIKCTPAKIIHH
MOJISIPHBIX OPTraHUYCCKUX COCAUHCHHHA H3 Ta30BOH (a3l HAA BOJOW M HYACTO MCIONB3YETCS SIS
yBearUCHUS 3(PHEKTUBHOCTH SKCTPAKIMHA AHAUTOB.

Jst onpenenenus Baustaust qo0asku conu Ha otknuk JIOC B pactBoper 0O6beMoM 5 M BHocHmu 0
0,15; 0,35; 0,75; 1,25; 1,75 r xnopuzna Hatpusd. Jag mpoBCOCHUS aHAIM3a HUCHOIB30BATH CIICIYIONTHC
mapamMeTpsl MPOOOMIOATOTOBKU: IKCTPAKIMOHHOE MOKphITHE — BOMOKHO 50/30 mxm JABB/KAP/AIAMC,
Temmeparypa skcrpakund — 30°C, Bpems skctpakuuu — 300 ¢, Bpems NpeHHKYOAHH — 2 MUH, BPeMs
aecopbumu — 120 cexk.

Peaynbrarel 3KCIICPUMEHTOB MTPEACTABICHBI HA PUCYHKE 4.
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Pucynok 4 — 3aBucumocTs 1wioiau mukoB JIOC ot macesl 100aBIeHHON COMHA

Kak Buano ws pucynka 4, 3(h(HhEKTHBHOCTD 3KCTPAKIMK KCHIIOIOB BO3PACTACT TMPH YBCIHUCHHUH
KOHIICHTpAIMK oM B oOpasiax. CHIBHBIM DICKTPONUT YBCIMYHBACT MOHHYIO CHIY PacTBOpa M HE
BAMSCT HA OKCTPAKIMIO HEMOJSIPHBIX COCAMHCHUH (OCH30/, aJKWIrajoreHuabl). JEHEKTHBHOCTD
SKCTPAKLIUH TOIYO0JIA, STUIOCH30/a U TETPAXJIOPITHIICHA BAPbPYSTCSI MPH U3MCHEHHH COACPIKAHHS CONU B
obpasrax.

Takum oOpazoMm, nenecoodpazHo mpoBoAuTh TBepAOGdazHyo mukposkcTpakuuo JIOC u3 razosoi
daszer Oe3 mo0aBICHHS COMM, a B CjAydyac aHaau3za o0pas3ia BOABI, COACPIKAIICTO 3HAYHUTCIBHBIC
KOJIMUCCTBA PACTBOPCHHBIX CONCH, A AOCTHOKCHUA OOJBIICH TOUYHOCTH HEOOXOIHUMO KOPPEKTHPOBATDH
METOJHMKY aHAIN3a C MPUMECHCHUEM METOa J00ABOK MO0 METOJa BHY TPCHHETO CTAHAAPTA.
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2.10 Onpedenerue onmuManbHO20 8peMeHU NPeUHKyoayuu

Bpemss npenmHkyOamum OkasbiBacT CYWICCTBEHHOEC BIHMSHHEC Ha mOpouece TeBepaodasHoit
MHUKPOIKCTPAKLUN OPTraHUYECKHX COCAUHCHHMH W3 rasoBod ¢asel Hax Bomoi. [ms omnpeaenenus
onrtumansHoro Bpemenu npenkybammu JIOC m3 Boasl Obumn ompoGosansl 60, 120 u 300 c¢. Bpems
MPEUHKYOAH HEOOX0JUMO A TOTO, 4TOOB 00pasel JOCTUT HEOOXOANMON TEMIIEPATYPhl SKCTPAKIIUH,
a TaKXKe 1)1 YCTAHOBJICHHUS PABHOBECHS MCIKIY ra30BOH U KUAKOH dazamMu.

Kak mokazanu pe3yabTaThl NPOBEACHHEIX SKCICPUMCHTOB, YBCIMYCHHE BPEMCHH NPCHHKYOALNH
Masio BAMsCT Ha 3KcTpakuuio OombmuHceTBa JIOC. Bpewms npewnkyOamuy 2 MUH MO3BOJNSET JOCTHYb
HEOOXOJUMOH 4YBCTBHTEIBHOCTH, & TAKXKE B MAJIOH CTCTICHU BIMSCT HA O0IIee BpeMsl aHATH3A.

2.11 Onpeoeneriie onmMuMaibHO20 KOIUYECMEA B0OHO20 00pasya Ol meepOoasHOl SKCMPAKYUY
JOC u3 easoeoii ghazv

JKCIEPUMEHTHI TI0 OTMIPEICICHHUIO ONTUMATIBHOTO CBOOOTHOTO POCTPAHCTBO B 00pasie MPOBOIIIH B
20 MJ BHAJTKAX C Pa3MUYHBIMH KOJIMYICSCTBOM BogHOTO obpasua: 3, 5, 7 u 10 mm.

Pesynprarel aHanu3za mokaszand, 4TO YBENHYCHHE 00beMa 00pasla OKa3bIBACT BIMSHHC HA OTKIHK
XJIOPCOACPIKAIINX OPraHUYCCKHX PACTBOPUTEICH, MOCTCICHHO CHIDKAS CTENEHb HX H3BIcucHHA. [lpu
3TOM OTMEYACTCA TO, UTO H3BICUCHHE MOHO-, TU- H TPUXIOPCOACPKALIMX COCIAUHCHHH YXYAIIACTCS C
VBeIMUCHHEM 0ObeMa mpoObl. OJHAKO C YBENIMYCHHEM YHCIA aTOMOB XJIOpa B COCAUHCHHH €O
M3BJICYCHHE MOCTECTICHHO YIyUIIacTes. Tak, OTKINK TeTPaxJOopMETaHa H TETPaxXIOPITHICHA BO3PACTACT C
VBEJIMUCHHEM 00BbeMa MPOOHI, MO CPABHCHHIO C AUXJIOPMETAHOM, OTKIHK KOTOPOTO MAaJacT MOYTH B 2
pasza npu yBeIUICHHH 00beMa 00pasua B 5 pas. IT0 MOKHO OOBSICHUT PA3THIUCM MOISIPHOCTCH JAHHBIX
coeanHeHUHA. B cnyvyae apoMaTHUCCKUX COCAMHCHHH, OTKIIHMK BEIICCTBA YBCIHMUUBACTCH C VBEIUUCHHCM
0o0beMa MpoOBkL, YTO TAKKE HE MPOTHBOPSHUT NPEATONONKCHUIO O BIHSIHHH MOSIPHOCTH BEIIECCTBA HA €TI0
H3BJICUCHHE C YBEINYCHUEM 00beMa mpodel. Takum oOpasoM, I aHaIN3a OPraHHYCCKUX 3arps3HUTEICH
meTogom [ X/MC/TO®MD B BogHbIX 00pa3nax A0cTaTouHO oTOHpath 10 M.

3aknroueHune

B pesynbrare mnpoBeACHHBIX HCCICAOBAHMHM MO paspaboTKe METOAAa CKPUHHMHIA JIETYUIHX
OPTraHHYCCKUX 3arpsI3HUTENCH B BOAC OBIIM YCTAaHOBJICHBI CJCAVIOIIMC ONTHMANBHBIC MapaMeTphl
mpoOOMOATOTOBKM W aHaju3a, OoOcCIeUMBAKOIIME HAuOOIee  YyBCTBUTCIBHOE  ONPEICICHHC
3arpsi3HATENCH: Temmepatypa skcrpakiun — 30°C, BpeMs sxcrpakuuu — 120 ¢, BpeMs npeuHKyOGauuu —
120 ¢, Bpems aecopduuu — 120 ¢, 6e3 100aBKU COMH, B HEUTPAITBHOM cpele. IKCTPAKLIMOHHOE MOKPBITHE
Ha ocHoBe 50/30 mxm [JIBB/KAP/MIAMC Opiio BbIOpaHO B Ka4eCTBE ONTHUMAIBHOTO, MOCKOIBKY
obecrieunBacT HAWOONMBINYED  YYBCTBUTCIBHOCTh INPH  ONPCIACICHUH  JICTYYHX  OPTaHHYCCKUX
sarpsizauTeacii B Boge. Meroapt TOMD B coueranun ¢ ['X-MC moryr ObiTh HCMONB30BAHBI TIPH
SKCIPECCHOM CKPHHHUHIE JETYUHNX OPTaHHYCCKHX COSTUHCHUH MPH aHATH3E PeaIbHBIX BOAHBIX OOPa3IIOB.
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Ammanoexos E.H., Aimmvekanosa MLB.
on-Dapabu arerHgarsr Kazak YTtk yaEBepcHTETi, AmMarsr, Kazakcran PecmyOmikace

K®MI-I'X-MC 9AICIH KOJAAHY APKBLJIbI CY YATI'IVIEPIHAETT YHIKBIIIT OPTAHUKAJIBIK
JACTAYIIBIJIAPABIH CKPUHUHTTHIH 3 KCIIPECCTI 9AICTEMECI

Annoramus. Kazakcran PecmyOukacel ayMarbiHIA CY OOBCKTIICPiIHIH HETI3T1 JIACTAHY Ke3Acpi OObIm Tay-
KEH OHIIPY >KOHE Kalita eHIEY KOCIMOPBIHAAPHL, Majl INAPYaINbIIbIKTAPhL, aybll IMAPYaIIbIIbIK CTiCTITi, SpTYpi
TYHABIPFBITAP, KATTHI KOHE CYHBIK KALABIKTAPbl, MYHAH 6HIMICPIH CaKTay OPBIHAAPHI, aBTOKOIIK, KCHOIp Mare-
puamaap KouMmacel sxoHe T.0. Kazakcran PecmyOMHKACHHBIH KAFAAWBIH KAKCAPTY OOMBIHINA HAKTHI Mapanap KaObui-
JlaMaca, HET13T1 3KOJIOTHSIIBIK MOCEIeIepre Tam 00Tyl MYMKIH.

Kazipri ke3ae ¢y 0OBCKTLICPIHICTI OPTaHHKAIBIK JACTAFBIIITAP/IBI TATAAY YIIIH KONTSTCH omicTep Oap. Amaiina, cy
OOBEKTIIEPIHACTI OPTAHUKAJBIK JACTAFBIIITAPABI TANIAYAA TE3, dP1 «OKACBUD> dMICI KYPHUIFAH XKOK.

OcBI KYMBICTBIH MAaKCaThI Cy YATUICPIHACTI YIIKBINI OPTaHUKAJBIK JACTAFBIIITAPbIH CKPUHUHTIH KaTThI (ha-
3aJIbI MUKPO3KCTPAKIMS MCH Ta3bl XPOMATO-MACcC-CIIEKTPOMETPHIHBIH YHIIECY1 HETI31HACTI SAicTeMEH] Jaspiay 0o-
aeim Tabbutansl. by sxympicta BTOK >koHE XIIOPOPTaHUKAIBIK KOCBUIBICTAP CHAKTHI YINKBII OPTAHUKAIBIK JIACTa-
FRIITAPIBIH KATTHI (DAa3aibl MHKPOIKCTPAKIUA MAPAMCTPJICPIH OHTAWIAHIBIPYABIH HOTIDKCICPI KOPCETLreH. Y-
KbIIII OPTAaHUKAJBIK JIACTAFBIITAPIBI TaNJay OApPBICBIHAA 3KCTPAKIH TEMICPATYPAChL, IKCTPAKIUS YAKbBIThL, HHKY-
Ganus anaBIHAAFHI YAKBITHI MCH ACCOPOIMS YaKbIThI CHSAKTHI YITiHI alIbIH ala JAWBIHAAY IMapaMeTpiiepiH OHTaH-
JAHABIPY BI JTACTAHBIIITAPIBI ACA CE3IMTAI AHBIKTAJY bIH KAMTAMACHI3 €TE.

KOMD-nig ['X-MC-MmeH yittecyl DIbIHAMBI CY YATLICPIHAC YIIKBI OPTaHHKAJBIK KOCBUIBICTAPIBI IKCIPECC
IpIKTEY KE31HAE KOTIAHBIIY Bl MYMKIH.

Tyiiin ce3aep: YK OPTaHUKAIBIK KOCBUIBICTAP, KATTHI (ha3aIbl MUKPOIKCTPAKIMS, Ta3dbI XpoMarorpadus,
MAacC-CIIEKTPOMETPHSL.
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