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U.A. Koccko', .M. Nawwnn?, M.U. Banutos?

! MuctuTyT npobnem marepuanoseneqns HAH Ykpantbl, Kues
2 |leHTp HaHoTexHonoruii Pecnybnuku Tatapcta, PO

OCOBEHHOCTW NPUMEHEHUS COBMELLEHHOMN
CUCTEMbI TrA-ACK-UK-FXMC, TPAHCHOEPHOM JINHUK TL-9000
ANea AHAJIN3A OPTAHUYECKUX OB BbEKTOB

Wcrionb30BaHne CoBMELLIEHHON CUCTEMbI TEPMOrPaBUMETPUYECKOro aHanmnsa, AndoepeHumnansHO CKaHUPYIOLLIE Ka-
nopumetpun, UK-Dypbe-crekTpockonuu, ra3oBori xpoMarorpapum u Macc-CcriekTpoOMeTpuy [aeT BO3MOXHOCTb OCYy-
LEeCTBJISATb Kak MAeHTUGUKaLMIO, Tak 1 pasgesieHne pasiandHbiX KOMIOHEHT OpraHn4eckmnx 06bLeKToB. YCTaHOBKa M03BOJIsI-
€T OCYLLECTB/ISITb KOMIM/IEKCHbI B3anMOAOMOJIHSIIOLLMI SKCrpecc-aHain3 o6bekToB rnpu temneparypax o 1000 °C.

Knw4deBble C/10Ba: 9KCrpecc-aHaam3, TePMOrpaBuMETPUNYECKNI aHans, andoepeHumnanbHasi CKaHupyroLLas Kaao-
PUMETPUS, CIIEKTPOCKOMNUS, ra3oBasi Xpomarorpagusi, Macc-CrieKTpoMeTpuUS.

Jlast anammsa oOPa3IoB pa3IMYHbBIX OpPTraHU-
YeCKUX COeIMHEHNI, TOJTMMEPOB, KOMIIO3UITHMOH-
HBbIX MaTepPUaJIOB, CIIJIABOB U T. II. HEPEIKO WC-
TTOJTH3YIOTCST METOBI TEPMIYECKOTO aHAIN3a, Ta-
K#e, Kak TepmorpaBumerprueckunii anamms (TTA),
nuddeperImasbHas CKAaHUPYIONAsd KOJOPUMET-
puga (ICK) n muddepentmanbupiii TepMuydec-
kuit ananus (JITA).

Jlist sKcnpecc-aHaimsa yaoOHbIM SBJISIETCST UC-
M0JTb30BaHWE CUHXPOHHOTO TEPMHUYECKOTO aHa-
mu3a, korna TTA, [ICK, ITA coBMeIamoTcs B O~
HoM ripu6ope TTA/JICK (puc. 1). [Tpu atom TTA
MTO3BOJISIET OIPEIETISITH M3MEHEHNE MacChl 00pas-
1a Moj JeHCTBUEM TeMIepaTypbl, TeMIepaTyp-
HYIO CcTaOMJIBHOCTh 0Opasiia ¥ KOJMYECTBO CTa-
U Pa3JIoKeHUsI, TPOBOAUTH TEPMOKHMHETHYEC-
KU aHAJIN3 1 OTIPE/IeISITh KOPPO3UOHHYIO YCTO -
ynBocTh. JJCK /maeT BO3MOKHOCTH OIPENENATH
TEMITEPATYPY U TEIIOTY (ha30BBIX MIEPEXO/IOB, CTe-
MeHb KPUCTAJUTMYHOCTH, HAJTMYNE UJTH OTCYTCTBHUE
pUMeceii, a TakyKe TeMIEepPaTypy CTEKJIOBAHMUSI.
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[Ipenmy1iecTBOM CHHXPOHHOTO TEPMOAHAIIM3A STB-
JISTeTCST NIEHTUYHbIE YCJIOBUS UCCIIEIOBAHUS TSI
TEePMOTPABUMETPUYECKUX 1 KATIOPUMETPHUECKUX
U3MEpPEeHUi.

Ha puc. 2 npencraByieHbl pe3ybTaThl TEPMO-
aHaJIM3a TPaHyJIMPOBAHHOTO MoscTuposia. Har-
peB 0Opasiia MPOU3BOIMIICS B TEPMOAHAIN3ATOPE
STA6000 (Perkin Elmer) npu ckopoctu Harpe-
Baaus 20 °C/mun B atmocdepe azora. U3 TT-
KPUBOU BUIHO, YTO TIOJMCTUPOJ TEPMOCTAOMIIEH
Brioth 710 350 °C. [lpu manbHeiiemM moBbIIIe-
HUM TeMIepaTypbl HaOJIOaeTcsi WHTEHCUBHAS
nmoTeps Beca u y:ke ipu 470 °C maTepuas moHo-
CTBIO pasJjiaraeTcs, IPU 3TOM MOTePs Beca COTPo-
BOXKaeTcst aHjorepmMuuecknM koM Ha J[CK-
KPHUBOI.

TTA/ACK, onnako, He TO3BOJSIET MOJYYUTh
KaKy0-/160 HH(GOPMAIHIO O MOJIEKYJIIPHOI CTPYK-
Type Matepuasa. CoBmelenue aByx u 6oJiee MH-
CTPYMEHTOB JIaeT B3aNMO/IOTIOJIHSIONTY0 MH(OP-
MaIio 0 MaTepuase, HeOCTYITHYIO TTPU MCIIOJIb-
30BaHWY TOJBKO OTHOTO MeToa. Mudopmariuio o
CTPYKTYP€E MOJIEKYJI MOKHO TIOJIyYHUTh, HAITPUMED,
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Puc. 2. PesynsraTbl TEpMOaHaIn3a MOJIUCTHPOJIA: KpuBast 1 —
tepmorpaBuMerpuueckuii ananu3 (TTA); kpuBas 2 — nud-
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Puc. 3. Pesynsratel UK-@ypoe-criekrpockonuu. CriekTp rnpo-

IYKTOB MUPOJIN3a TTOJMCTUPOIIA, 3apUKCIPOBAHHBIN ITPU TEM-

nepatype 370 °C: kpuBasi 7 — 5KCIIEPUMEHTAJIbHBII CIIEKTP,
kpuBasi 2 — 6ubmoreunbiii ciekTp. Cxogumocts 0,911

ucnonb3yst Metoy; undpakpacuoit (MK) crexr-
pockonuu OO CHEKTPOCKOIMKI KOMOMHAIIMOH-
Horo paccestaud (KP), TOCKOJIbKY OHM YyBCTBU-
TeJTbHBI K (DYHKITMOHATBHBIM TPYTITIAM MOJIEKY JI.

Kom6unarust TTA/JICK ¢ K-criekrpomeTpom
(TTA/[ICK-UK) — Hanbosee 4acTo UCIOJIb3ye-
MBIl METO/] aHAJIN3a Ta30B, BBIIEISIONINXCS TPH
PasJIoKeHNH MCCAelyeMOTO MaTepuasa, MOCKO-

JIbKY Tipu HarpeBanuu oOpasiia B TTA/JICK Ha-
YIHAs C OIIpe/IeIEHHOI TeMIepaTypbl UCCIe/ye-
MBI MaTepuaj HaulHAeT Pa3JaraThbCs ¢ Bbijieie-
HUEeM Ta3oB (JeTyune MPOAYKTHI Pa3IoKeHNs ).
Ecsin poBecTn ananus mpoLyKTOB Pa3JIOKEHMS
B rasoBoii stueitke MK-criekTrpoMerpa, TO B 1a1b-
HeHUIIeM UX MOKHO MIeHTU(PUIIUPOBATD, TTPOBO-
JIs aHAIN3 KOJTehaTeIbHBIX CIIEKTPOB.

Meton TTA/ACK-UK nndopmaruBeH 1 Ta-
KUX MPUJIOKEHU, T/ie Tpedyercst upeHTnduka-
IIUS BBIJIEJISIONIUXCS Ta30B U TIPOAYKTOB PasJio-
JKeHUs TIPW HarpeBaHum (HAIpUMep, MIJIsS OTipe-
JIeJIeHUsT OCTAaTOYHBIX pacTBopuTesieill B dapma-
IEBTUYECKUX TIperapaTax, onpeaeseHust KOMIIo-
HEHTOB IIOJMMEPOB, NJIACTMACC U PE3NHOBBIX
M3/IeJINi, a TakKe JIJIsT aHAJTM3a MPOYKTOB pas-
JIOJKEeHUS TTPU TTUPOJINA3E).

Ha puc. 3 nokazan MK-criekTp npoayKToB pa3s-
JIO3KEHUST TIOJTMCTUPOJIA, 3aUKCUPOBAHHBIN 1TPU
temmiepatype 370 °C. /lauHbIil crieKTp OBLT 3a1Ti-
can Ha UK-Dypoe-criekrpomerpe Frontier (Per-
kin Elmer) ¢ vicniosib3oBaHneM ra3soBoil si4eiiKu 1
tpancheproit suann TL-9000, mo3Bosistonieir ocy-
IIECTBJISITH TPAHCIIOPT Ta3000PA3HBIX TIPOLYKTOB
oT TepmoaHnasm3aropa k MK-cmextpomerpy.

ITouck o 6ubanorexe MK-crekTpos mokasai,
YTO 9KCIIEPUMEHTAIBHBIN CIIEKTP COOTBETCTBYET
MOJIMCTUPOITY €O cxoaumMocTbio 0,911.

N K-crekTpocKoTust, TaKiuM 06pasoM, TI03BOJIS-
eT HaJIEKHO UACHTUMUITNPOBATH OCHOBHBIE KOM-
MOHEHTHI MATEPUAJIOB HEU3BECTHOTO COCTABA.

Emre ofiHuM XOpOIMM MeTOIOM TIOJTyYeHUsT NH-
(opmaruu 0 XuMUYECKO# CTPYKTYype OpraHmyec-
KX BEIEeCTB SIBJISIETCS TPUMEHEeHNEe MaCC-CIIeKT-
pometpuu. Coueranue metoza TTA//ICK ¢ macc-
criekrpomerpom (MC) cranoBuTcst Bce Oosiee 11o-
MYJISIPHBIM B CBSI3H C €r0 CIIOCOOHOCTHIO (B OTJIN-
yme ot TK-crekTpockonun ) IeTeKTUpoBaTh OY€Hb
HU3KHE KOJNYeCTBA TPUMECEN.

O6a metona TT/ICK-UK u TT /ICK-MC nos-
BOJISIIOT OCYIIECTBJISATh AHAN3 B PEKMME Peasib-
HOTO BpEMEHH, T.€. B Xo71e 3anucu TT-kpuBoii, of-
HAaKO B 9TOM CJyyae 3T METOJBl MMEIOT HeJlo-
cratku. [Tockosrbky 06a MeToza paboTaioT B pe-
KM€ PeaJibHOTO BPEMEHM, TO OHU JIETEKTUPYIOT
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Puc. 6. ComocraBiieHne 9KCIepUMEHTAILHOTO criekTpa (ipu ¢ = 2,506 ¢) ¢ TUTepaTypHBIME JaHHBIMI
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Csit iHHOBaUii

BbIJIeJIEHHBbIE U3 0Opa3lia BElecTBa B ONpe/esieH-
HBIIT MOMEHT BPEMEHU IIPU OTIpesieJIeHHOH TeMTIie-
parype. B GosbIIMHCTBE CliyYaeB B XOJI€ TepMUUeC-
KOTO Pa3JIO;KeHMS MCCITEyeMOTO MaTepralia B OTUH
1 TOT K€ MOMEHT TIPOUCXO/IUT BBIZIeJIEHNe He O/THO-
rO, & CMeCH KOMIIOHEHTOB. JTO MOXKET BBI3BATh
TPYIHOCTH TIPH WIEHTU(UKAIMN 13-32 TIepeKpbI-
THS TMKOB MOHOB C OJIMHAKOBOW MAcCOU MJIN U3-32
HasmoxkeHnst VIK-cniekTpoB OoT MHOXKeCTBa KOMTIO-
HEHTOB. B TakoM ciyyae BOZHMKAIOT HEKOTOPbIE
CJIOKHOCTH TIPU HEOOXOMMOCTH JIETEKTUPOBAHUST
COEJIMHEHU C HU3KOW KOHIIEHTPAIIUEN B CMECH.

OnTrMaIbHBIM PEIIEHIeM TaHHON TTPOOIEMbI
SIBJISIETCST MCIIOJIb30BAHUE Ta30BOI XpOMaTOrpa-
¢un (I'’X), kKoTopas Mo3BoJSIET OCYIIECTBIATD Pa3-
JIeleHne CMeCH ra3000pasHbIX TPOAYKTOB, T.€. Ta-
3000pasHble MPOAYKTHI pasjioxenus mnocie TTA/
JCK wm TTA//ICK-HMK nomazaior He MpsSMo B
Macc-CIEeKTPOMETP, a Yepe3 ra3oBblii XPOMATOT-
pad. Takoe coBMecTHOe wucrosib3oBanue TTA/
JNCK(MK)-T'XMC mnosBossier pukcupoBatb u
UIEHTUMUITMPOBATD CJIEIOBBIE KOJUYECTBA Ma-
Tepuaja B KOMILIIEKCHON CMECH.

Ha puc. 4 npencraBiena xpomatorpaMmma po-
JIYKTOB TIMPOJIA3a MTOJUCTUPOJIA, TOTydeHHAsT TIPU
t = 370 °C na xpomarorpacge Clarus 580 (Per-
kinElmer) ¢ mMacc-CrieKTpOCKOIUYECKUM JIeTeK-
topom SQ8S (PerkinElmer). 13 pucynka BuziHo,
YTO HA XPOMATOTPAMMe MPUCYTCTBYET OOJIBIITOE
KOJIMYECTBO MUKOB, KOTOPbIE COOTBETCTBYIOT Pa3-
JUYHBIM (hparMeHTaM U PA3JTUIHBIM JIJTTHAM TI0-
JIMMEPHBIX T1erell nmosuctuposa. OueBuIHO, YTO
HavMeHbIee BpeMsl yepsKaHusi OyeT COOTBETC-
TBOBaTh 0OoJiee JIETKMM KOMIIOHeHTaM. B Harem
Ke caydae HamOoJiee «jerkre» (hparMeHThl MO-
JIICTUPOJIa OYyAyT 1ecOPOMPOBATHCS B CAMOM Ha-
Jasie rporiecca Harpesanusi. Ha puc. 5, a npen-
CTaBJieHa XpOMaToTrpaMMa IpU BpPeMeHax yjep-
xauus ot 1,26 no 5,26 mun. [Ipu Bpemenu yuep-
xanug 2,506 MUH B Macc-CIIeKTpe HabIo1aeTcs
MHTEHCUBHBIN TMK (puc. 5, 6) Ha manHom macc-
crieKTpe HanboJiee MHTEHCUBHBII MUK COOTBETCT-
BYeT MOJIEKYJISIpHOMY MOHY ¢ Maccoit 104 a.e.Mm.

Pesysbrarsl moncka mo 6ase Macc-CIIeKTPOB
NIST cBunmeTenbCTBYIOT O TOM, YTO CO CXOMMOC-

Thi0 0,951 HaHHBII MK COOTBETCTBYET CTUPOJIY
(C,H,) (puc. 6).

AHanm3 Ipyrux MMKOB HAa XpOMaTorpaMMe TI0-
KasaJl, 4TO B UCCJIE[yeMOM TECTOBOM 0Opasiie mo-
JIACTHPOJIA OTCYTCTBYIOT KaKyue-JIu00 HAIIOJTHUTe-
JIV ¥ TIPUMECH, a OCTAJIbHbIE TTMKA COOTBETCTBYIOT
dparMeHTaM OJUCTUPOJIA C PA3TUIHON JJINHOM.

CoBMecTHOE NCTI0JIb30BaHNE PA3JIMYHBIX METO-
nosananusa, TTA/JICK(MK), TTA/ICK (1UK)—
I'’XMC naet BO3BMOKHOCTH OCYTIIECTBIISATD KaK UiIeH-
TU(UKAINIIO, TaK U Pas/ieJieHue Pa3JInIHbIX KOM-
MOHEHTOB MaTepuaja. DTO MO3BOJISET aHAINU3H-
pOBaTh MaTepuabl CO CJIOKHBIM XUMUYECKIM
COCTaBOM M HEU3BECTHOU MpebICTOPUEN UX T0-
JiydeHus M 9KCITyaranuu. Takxke coueTanue He-
CKOJIBKMX METOJIOB TO3BOJISIET TOJYYUTh B3au-
MOJIOTIOJTHATONITYI0 MH(MOPMAIIIIO O MaTepuae 3a
OTHOCUTETbHO KOPOTKOE BPEM:.

1.0. Koccko, JI.M. Iawun, M.I. Barimos

OCOBJINBOCTI BXJKUBAHHS TIOETHAHOI
CUCTEMU TTA-ACK-IK-I'’XMC,
TPAHC®EPHOT JITHIT TI-9000 JIJIST AHAJII3Y
OPTAHIYHUX OB'E€KTIB

Bukopucranns moeananoi cucteMy TepMOrpaBiMETPUYHOTO
aHai3y, rudepeHiarbHOI cKaryouoi kamopumerpii, [K-Dy-
P’€e-CreKTpOCKoOIIii, Ta30B0i XpoMarorpadii i Mac-crieKTpoMeTpii
JIa€ MOKJIMBICTD 3/II1ICHIOBATH $IK ifieHTHdiKaIlilo, TaK i po3ii-
JIEHHSI PI3HUX KOMIIOHEHT OpraHig4HuX 00’€KTiB. YCTaHOBKa
JI03BOJISIE 3/1IICHIOBATH KOMILTIEKCHIH B3a€MO/IOTIOBHIOIOY M
eKcIpec-aHasiz 06’ekris mpu temneparypax 10 1000 °C.

Kniouoei crnosa: ekcipec-anasis, TepMOrpaBiMeTpUYHIIA
aHasis, audepeHiliaibHa CKaHy0Ya KAJOPUMETPIisl, CIIEeKT-
pocKortis, Ta3oBa XpoMaTorpadisi, Mac-CIIeKTpOMETPis.

1.0. Kossko, D.M. Pashin, M.I. Valitov

FEATURES OF USE OF THE COMBINED SYSTEM
OF TGA-DSC-IR-GCMS, THE TRANSFER TL-9000
LINE FOR THE ANALYSIS OF ORGANIC OBJECTS

Use of the combined system of thermogravimetric analy-
sis, differential scanning calorimetry, IR-Fourier spectrosco-
py, gas chromatography and mass spectrometry allows both
identification and division of various components of organic
objects. The installation allows to carry out object complex
complementary express analysis at temperatures up to 1000 °C.

Key words: express analysis, thermogravimetric analysis,
differential scanning calorimetry, gas chromatography, mass
spectrometry.

Cratts Hagitimaa qo pepakitii 20.06.13
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