bbicTpaa n HageXXHan
MOeHTUMUKaLnAa BbICOKOI®-
(PEKTUBHbIX NONNMEPOB

Knaccunyecknm n peakuMoHHbIN NMUPOJZIN3 C NCNOJIb30OBAHUEM
GCMS-QP2010 Plus

TBETOM Ha BCé Gojiee BO3-

pacraroiye TpeGOBaHMI

COBPEMEHHOM IIPOMBIIIIEH-
HOCTH K Ka4eCTBY HCIIO/Ib3yeMbIX
MTOJIUMEPHBIX MATEPUATIOB SIBJISIETCS
CO3IaHNe HOBBIX M YCOBEPILIEHCTBO-
BaHHeE y>Ke CYIIeCTBYIOIIHX [10JIMMe-
poB. B xauecTBe mpuMepa MOXXHO
MIPUBECTH HOBbIe KOMIIO3UTHBIE Ma-
Tepuaibl U PEAKTOIUIACTHI HA OCHOBE
deroNPOpPMATBIETHIHBIX U STIOK-
CHJTHBIX CMOJI, COOTBETCTBEHHO,
a TakKe moauuMusl. OHM HAXOMAT
LIMPOKOE IPUMEHEHNEe B COBpeMeH-
HOM a9POKOCMUYECKON MHIYCTPUN
6/1arogapsi TAKUM CBOMM CBOJ-
CTBaM, KaK YCTOMYUBOCTD K BBICO-

KHMM TeMIIepaTypaM, >KECTKOMY H3-
JTy4€HHIO U TOPEHHIO, BLICOKUM
A0IAMOHHBIM XaPaKTePUCTHUKAM,
MeXaHUYEeCKOI IPOYHOCTHU U, YTO
He MeHee Ba)KHO, OTHOCUTEIBHO
HEBBICOKOM ce6eCTOMMOCTH.

Pasymeercst, 4T0 apdexTHBHOE
HCII0/Ib30BaHUE HOBBIX MaTepUaIoB
Hpeﬂ,yCManI/IBaeT COOTBeTCTByIO-
U_II/[IU/I KOHTPOIII) KagyeCcTBa KaK CaMux
[TOJIMMEPOB IIPH UX IPOU3BOJICTBE,
TaK ¥ TOTOBBIX u3pennit. Y 3mech
PeLIAIoNIYIO POIb UTPAeT IpUMeHe-
HUEe CaMbIX COBpEMEHHbIX MeTOI0B
I/IHCprMCHTaHLHOI;I AHATUTUYIECKOMN
XMMWH, B YJaCTHOCTH Ia30BOIL XPO-
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PucyHok 1: BepxHAA nuporpamMmma — peakumMoHHbIn nuponus/FXMC obpasua
B npucyTcTBumn pactsopa TMAH B meTtaHose (440 °C, 2 MUH); HUXHAA NUPO-
rpamma — knaccudeckun nuponus/FXMC atoro xe obpasua (650 °C, 2 muH)

MAaTOMacC-CIIeKTPOMETPUH B COUe-
TaHUM C KIACCUYECKUM Y PeaKIn-
OHHBIM MMHPOIN30M. B caydae mo-
CJIeIHETO, «MJIAJIIIero 6para» Kiac-
CHYEeCKOTO ITHPOIN3a, Crienudud-
HBIIT PearenT 106aB/IsIOT K HCCTe-
IyeMOMY IIOJIMMePHOMY MaTepHaly
JJ1s1 TOTO, lITO6I)I CEJICKTUBHO BbIJIC-
JINTH U UIEHTU(DUIMPOBATH Lieje-
BbI€ KOMIIOHEHTBI.

CpaBHeHMe: KJlacCu4ecKum
N peakUNOHHbIN NUPONnN3

OCHOBHOE pasnIu4ne MeXIy KIacCu-
YEeCKUM U PEaKIIMOHHBIM IHPOJIN-
30M — HHGOPMallMOHHAs HACBILIEH-
HOCTb XpPOMAaTOTPaMM IPOLYKTOB
nuponusa (nmuporpamm). [1pu xac-
CHYeCKOM ITHPO/IN3e BHICOKAS TEM-
nepatypa (650 °C u BblllIe) IPUBO-
IUT K Pa3pbIBY yIJIEPOJI-YITIEPOL,
KOBAaJIEHTHBIX CBA3€I B MOJIEKYIIE
MIOJIUMEPa, 9TO COIPOBOXKIACTCA
o6pasoBaHueM GOJIBIIOrO YUCTA
IIPOOYKTOB TePMOMECTPYKIINH, KO-
TOpBIE 3aTeM Pasfe/IAI0TCA U UIeH-
THGUIUPYIOTCS IPH IOMOLITY MacC-
CITEKTPOMeETpA.

Peak1MoHHBII IMPOINU3 OCYIIECTB-
JISIOT B IIPUCYTCTBUU ClIeln(UIHO-
TO peareHTa u nmpu CyU_IeCTBeHHO
MeHbIIIel TeMIeparype (mopska
440 °C) s TOrO, 9YTOOBI HE 0TIy~
CTUTh 06pa3sOBaHUA 6ONBIIOTO
KOJIMYeCTBa IIPOILYKTOB TePMOJie-
crpykuun. [Ipu aTom o6pasyercst
JIMIIb OTPAHMIEHHOE KOTUIECTBO
[IPOLYKTOB TePMOXHMUYECKOTO Pas-
JIOXKEeHU S, HO 61arofapsi TOMy, 4TO
peareHT creruduIecKn Bo3Jieii-
CTByeT Ha XUMHWYECKHUE CBA3SHU B MO-
JIEKy/IaX UCCIIeyeMOro HOIHMepa,
npeHTH()UKALNS U ONpelie/leHne
XHMHUYECKOTO COCTAaBa MOCIETHET0
BO3MOXXHBI C 60/Iee BBICOKOIT TOU-
HOCTBIO U CHEIUPUIHOCTHIO.

25%-HbIN pacTBOP TMIPOKCH/A TET-
pamernwtammonus (TMAH) B meta-
HOJle — HanbosIee YacToO UCIIOIb3Ye-
MBIl peareHT /Il PeaKIlHOHHOTO
MUPOJIN3a BCIENCTBUE CBOUX CH/Ib-
HBIX OCHOBHBIX CBOJICTB, KOTOpBIE
IIO3BOJIAIOT IIPOBOJIUTD CEIeKTUB-
HOEe TH/IPOTUTHYECKOEe pacIeTIeH e
ITOJTMMEPOB.

K mpeumyiiecTBaM peakIIHOHHOTO
MHPOJIN3a MOKHO TaK>Ke OTHECTH
M TO, YTO JUISL €T0 OCYILECTBICHUs
He TpeOyeTcs UCIIONb30BaHUE 0~
IIOTHUTE/IBHOTO 000PYIOBaHH

110 CPAaBHEHUIO C KTACCUYECKUM ITH-
ponusom. OGHH U TOT ke o6pasel]
MOYKHO HCC/IeTIOBATh C IIPUMEHEHH-
eM KaK KJIACCHYeCKOTO, TaK U peak-
I[HOHHOTO ITHPO/IN3a Ha OTHOM

M TOM e 000pyIOBaHUN.

OGopynoBaHue
n MmaTepuanbl

Il uccmemoBaHus UCTIOb30BaA/IN
ra30BBIil XPOMATOMACC-CIEKTPO-
metp Shimadzu GCMS-QP2010
Plus, yKOMIIIEKTOBaHHBII ITHPOJIH-
3€pOM JBOMHOTO NENMCTBUSA
Py-2020iD (Frontier Laboratories,
Smonwust) ¢ aBTog03aTOpoM Ha 48
06pasuos. B kauecrBe xpomarorpa-
(rraeckoit KOMOHKH UCIONTB30BATH
METa/UINYeCKYI0 KallWUISAPHYIO
konouky Ultra ALLOY-5 (30 m x
0,25 MM) ¢ 0,25-MHUKPOHHBIM C/I0€M
1 eHUT- TUMETH/ITIOTUCH/IOKCAHA.

Hecko/1pko MIUIHTPaMMOB 06pasiia
[IOMEII[aIi B IeaKTHBUPOBAHHBII
THUTe/Ib U3 HepyKaBelollleil CTalu,
KOTOPBIIL B CBOIO OYepelb IO fIeii-
CTBMEM CHJIBI TSKECTH ITOCTYIIa

B IIPeIBAPHUTEIBHO Pa3orpeTyio
nevyb NIUPONIU3EPA, T IIPOUCXOAUIO
TepMHYeCKoe pas3jIoKeHue 06pasIia.
O6pasoBaBinecs: IPOLYKTHI Pasio-
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JKeHUSI Pasie/ Ui U HAeHTUDUIIH-
poBau mpu momotnu I'XMC u co-
OTBETCTBYIOIIMX OGHOIMOTEK Macc-
CeKTpoB. /11 MUHMMHU3AIUU BO3-
MOYKHOTO IIepeKPECTHOTO 3arps3He-
HUS MCIO0Ib30BA/IH CTIEIHANTLHYIO
IIpOrpaMMy KOHIMIIMOHUPOBAHUS

PucyHok 2: [1Ba kOMMNoHeHTa nonu-
Mepa nepepj nonuMmepusaumen

KaK nuponmusépa, tak u [’ XMC.
KoHTposb mepekpécTHOTO 3arpss-
HEeHMS OCYIIECTBIIAIN ITyTEM IIPO-
BeJIEHM S «XOJI0CTOr0» U3MEPEHUs
MEXMY KaKIbIMU JBYMs aHa/TU3aMU
peabHBIX 06PasIoB.

PesynbraThl

Ha pucynke 1 mpeznctaBieHsI pe-
3yJIbTAaThI KJIACCUYECKOTO U peaKlu-
OHHOTO nuponnsa ,[IByXKOMHOHeHT-
HOM ManenMnn-a}mHm’peHonLHoﬁ
CMOJIBI, TOTy4YeHHOMH B X07ie TIPUCO-
eIUHHUTE/IBHOTO OTBepKIeHus. Ta-
KO€ OTBEpP)K/IEHHE 3a CUET €HOBBIX

KomnoHeHT A: 4,4'-6ucmanenmunp-
andennnmeran (BMM)

KomnoxenT B: 2,2'-puannun
6uceron A (DABA)

peaKkuuii Ipu OTHOCUTEILHO HU3-
KO TeMIlepaType He COIIPOBOXIa-
€TCS BBbIJEIEHUEM JIETYIUX KOMIIO-
HEHTOB U, COOTBETCTBEHHO, IT03BO-
JIA€T MOMy4aTh TOMOT€HHbIE Ma-
TepHasbl 6€3 MyCTOT, IIy3bIPHKOB

¥ BKJIIOYEHUA.

0

-OH

B xome peakIMOHHOTO MHPOTH3a
(BepxHsist MUpOrpaMMa) OCHOBHBI-
MU HpOI[yKTaMI/I TepMOXI/IMI/I‘IeCKO—
TO PA3JIOXKEHNUS SIB/SIIOTCS JUMETH-
JI0BbIe 9(DUPBI SHTAPHOI KUCIOTHI
u 6ucdeHoma A, a/yIMI0BOE TIPOU3-
BOJIHOE ITOC/IE[IHETO, 4 TAK)Ke HEKO-
TOpBIe OIMrOMephL. B pesynbraTe
KJIACCHYeCKOTO IMTHPOIH3a (HIKHSS
MUPOrpaMMa) BBIIEISIOTCS ajUII-
¢denor, 6ucdeHon A 1 n3oMepsI Me-
TIWIeHAN(DEeHWIANU30IMAHATA U Me-
TIIeHANDEeHIWITHAMIHA (IIHPOKUIL
«pa3MasaHHBII» ITHK).

ITocme 06paboTKU Pe3yIbTaTOB Kak
PEAKIMOHHOTO, TaK ¥ K/IaCCHIECKO-
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YcTolumBeblin
K BO3ropaHnlo
nonumep

Aedextreiin (ropoynin)

rO MUPOJIN3a UCCIENyeMbliT 06pasels
6bUT MIEHTH(PUIUPOBAH KaK JIBYX-
KOMIIOHEHTHasl KOMIIO3ULIUA U3
4,4’-6ucmanenMun- gudeHnIMeTa-
Ha u 2,2’-puawmn 6ucdenona A
(pucyHOK 2), monydeHHas B XOfe
MIPUCOETMHUTENIFHOTO OTBEPXKICHUS
3a CYET COTIOIMMEPU3ALIUN MaJleH-
MHUHBIX ¥ aTKWIbHBIX TPYIIIL.

Ha pucyHke 3 npuBeseHbl pe3ynibra-
TBI KJIACCHYECKOTO ITHPOJIN3a 06pas-
ua nonuadupumuna. [ocrenumit
ABJIsIETCS GOJIee IEIIIEBBIM aHATOTOM
nonuaspupacpupkerona (PEEK)

U, COOTBETCTBEHHO, JEMOHCTPUPYET
CYLIECTBEHHO XY/IIIHe MeXaHu4de-
CKMe CBOJCTBA M TEPMUIECKYIO
YCTOMYHUBOCTD.

Peak11MoOHHBII THPONIN3 MOXKET CITy-
JKUTD TIPOCTBIM M JOCTATOYHO 3KC-
IIPECCHBIM METOIOM JIs BBIsABICHUS
MPUYHH TeX WIH UHBIX JeekToB
U3JeIMIT U3 ITOIUMepoB. [l aToro
NOCTATOYHO NPOBECTH aHAJIU3
o6pasiia mpo6IeMHOT0 U3JIe/TH

U CPaBHUTb IIOJTy4eHHBIE Pe3y/IbTa-
ThI C JAHHBIMU aHa/IN3a 9TA/IOHHOTO
o6pasua moaumMepa. [Ipumep Takoro
CpaBHEHHS IIPUBEJIeH Ha PUCYHKe 4,
I7ie IPE/ICTAB/IEHBI Pe3y/IbTaThl
CPaBHUTEIBHOIO aHAIM3a ITUPO-
I'PaMM JIBYX ITOJIHYPETaHOBBIX I10-
JIIMEPOB, OIIMH U3 KOTOPBIX 06/1az1a-
€T BBICOKOU YCTOMYUBOCTBIO K JIei-
CTBUIO OTKPBITOTO OTHS, a PYroM —
HeT.

ITpu peakIMOHHOM IHPOJIH3€e Hero-
piodero o6pasiia B KaueCcTBe OJHOTO
U3 TIPOYKTOB TEPMOXUMHUYIECKOI
IeCTPYKILHUU ObLT UACHTUDUIUPO-
BaH JUMETHIOBBII 9pup TeTpad-
pombucdenona A. Terpabpombuc-
dbenon A mmpoxo ncrombayercst

B XUMHUYECKON HIPOMBIIIVIEHHOCTH

B Ka4eCTBE aHTUIIMPEHA, U MI03TOMY
HEYIUBUTEIBHO, YTO CONEPKALIUI
€T0 MOTMMEP NEMOHCTPUPYET BHICO-
KYIO YCTOMYUBOCTD K JIEACTBUIO
mnamenu. Ha muporpamme ke He-
YCTOMYMBOTO K BOSTOPAHMIO TOJIM-
Mepa IIPOU3BOIHBIE TeTpabpoMObuC-
¢deHoOMa A IOTHOCTBIO OTCYTCTBOBA-
JIM, 9TO CBUZIETETbCTBOBAJIO U 00
OTCYTCTBHUU aHTHUIIMPEHA B CAMOM
nonumMepe. Takum 06pasoM, TpHIH-
Ha HEyCTOMYMBOCTH K BOSTOPAHMIO
6bLIa OTHO3HAYHO YCTAHOBJICHA.

Peax1noHHBIN MUPOIN3 K TOMY

JKe JIEMOHCTPUPYET BECbMa BbICO-
KYIO BOCIIPOM3BOAMMOCTD I1OTyYae-
MBIX P€3Y/IbTAaTOB, YTO BUIHO U3 PH-
CYHKa 5, I7ie IpeJCTaBIeHbl MOTy-
YEHHBIE B TPOMHOM IOBTOPHOCTH
MHPOTPAMMBI JIBYX 06pasIioB ITO/IH-
YPETaHOBBIX IIOJTUMEPOB, OIUH

13 KOTOPBIX OBUI CHHTE3UPOBAH B
MIPUCYTCTBUU NOIUI(DUPOB, @ IPY-
TOM — HET.

Kiaccuyueckuii M peaKIIMOHHBIN ITH-
PO/IM3 Ha CETONHAIIHUI IeHb ABJIA-
eTcst 6onee 9 PeKTHBHBIM METOIOM
aHa/M3a TEPMOPEaKTUBHBIX I1O/IH-
MepOB 110 CPAaBHEHUIO C KJIacCuye-
CKUMH METOINAMU UHCTPYMEHTA/Ib-
HOTO aHa/nu3a, Hanpumep, UK-Py-
pbe CIeKTPOCKOIueil. AHaIU3
C/IOKHBIX MHOTOKOMIIOHEHTHBIX
TIOJIMMEPOB C TIOMOIIBIO IIOC/IETHEN
3a4YacTyIO 3aTPYIHEH U3-3a MHOXe-
CTBa HHTeP(HEPUPYIOIINX XUMUIIe-
CKHUX CBA3€M, TOTJja KaK MUPOJIN3
M03BOJISAET MOTYYaTh AETATbHYIO B



nHGOPMALUIO KaK O XUMHIECKOM
cocraBse MOIMMepa, TaK U O Ha/u-
YUU B HEM TeX WM MHBIX MO,E[I/Iq)I/I-
UPYOIINX 100aBOK (JOMTAHTOB).

3akniouyeHune

Komb6unaius KIaccuieckoro u pe-
aKIIMOHHOTO IUPOIM3a B COYETAHUN
€ rasoBoOil XpOMaTOMACC-CIEKTPO-
MeTpHeﬁ SAABJISIETCS HA CeTONHSAII-
HUII IeHb MOILIHBIM HHCTPYMEHTOM
IUIs1 aHA/IM3a COBPEMEHHBIX BBICOKO-
9 deKTHBHBIX [TOTUMEPHBIX MaTe-
PHAJIOB, KOTOPbIE UMEIOT MHOTOKOM-
TIOHEHTHBIN COCTaB U XapaKTepI/I-

3YIOTCs HaJIM4HeM GOJIBIIOTO KOJIH-
yecTBa MOAU(DUIUPYIOIINX 106a-
BoK. [Inpoms/I'’XMC nossonser
KaK yCTaHaB/IUBaTh XMMUYECKHIT
COCTaB IOJIMMEPOB, TaK U B pAle
C)Iy‘laeB BBIAB/IATDH HPI/I‘II/IHI)I Heyﬂo-
BJICTBOPHUTE/IBHBIX XapaKTEPHCTHK
[IOC/IEIHUX, a TAKXKe Ae(eKTOB roTo-
BBIX U3JIETUN.

ABTOpBI

Franky Puype u Jiri Samsonek,
WUHcTuTyT UcnbitaHun n Ceptudu-
kauuu, 3nuH, Yewckana Pecnybnuka
E-Mail: fpuype@itczlin.cz
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