U T e ——— ...-.-i

- o, e
Vo et l
RS it it e ke S iaad o F

oy 1331262

PECTTYBHH

BB e - 43 agjgHﬁ%iﬂ¥¥Hﬂﬂﬂx%ﬂgﬂbaﬂmﬂﬂﬂé¥G}LLC “

L1
A

A

COLYAA MACTHHECHWX

rOCYAAPCTBEHHLIM KOMWTET GCCP
No AENAM W3OBPETEHMH 1 OTHPLITUA .ot

OMMCAHUE UBOBPETEHWHA

H ABTOPCHOMY CBUUETENLCTBY .

o

M —

-

(21) 3821545/23-04

(22) 07,12,84

{72) M.K.Crapuescxwuii, T.B,Cemora,

R. B Nacuwymex, C.M.['napué, 0.A.0az-
nepckuit, M,H.Moncees, M.H.Bapradrrk
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(53) 543.54,42 (088.8)

(56) Crapuescknit M.K. 1 ap. Fasoxpo-
MaTOrpadyiue cKoe olpefeneHlie Ipoayk—
ToB ryaponHamerundopMuaTta,. ~ K. Ara-
JMTUNMecKan XpMua, 1984, r.39. ¥ 3,
¢.304-566,

Franc I. Pour 1. HpoesTuduxaius
agudra THIECK BX KHOMOT MeTOoOoM
TEPMHUECKOT O pPearlHOHHOT) aNanuaa,
Microchim Acta, 1978, v 2, ¥ 5/6,
p.453-462.

(54) CIIOCOB TABOXPOMATOIPAGHUECKOIQ OTi~
PEIENEHYA MYPABLUHOM KUCNOTH

{57} HacBpereHHe OTHOCHTCR K aHaTH—
THYeCKOH XHM#M¥, B 4aCTHOCTH, K aHa=
JHETHYECKO peakUHOHHOI ral30BOBR Xpo-—
MaTorpads B MORET HCHONB30BATHBCA A
aHajaMse cMeced, COopepXalHx MypaBbu-—
Hyw Kucrmoty. lenbiw waoSpeTelng sBRa—
21CA ToBRmeHHe CeNeKTHEROCTH cnocoba,
ero yupomeHye ® COXpPaneHHe BPeMeHH
aHanvsa. OnpepenesHve NPOBOOAT, Npo~
nyckag dHdnH3adpyeMyw cMeck B TIOTCKE
ra3a-HEOCHTEIA JYepea ciolt KaTanuaaro—~
pa, Tpencraenswmerc cobod 1,5-5 mMac,Z
Nannafyia Ha OHATOMHTOROM HOCHTENne,

€ NOCHREeRYIRMM paj’jenedseM ofpaspBab—
medcs CMEeCcH Ha KOIQHKE ¢ copSeHTOoM,
KaramisaTop passaraeT MypaBbHHYID
KHCIOTY A0 AHOKCHAA VIvIepofa H BOOO—
pona, a4 CcaMm Npouecc PA3NOReHUd ocy-—
MECTHIIANT NPH 100—20006. | wuam,
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KaoBperenye oTHOCHTCR K OoBnacTH
AHAIHTHUECKON XHMHH, B YacTHOCTH, K
auaTHTHUe CXOH DeaKUMOHHOE rasoBoH
XpoMaTorpadHn ¥ MOXET GHTBH HCNONh3O-= | ¢
BaHO IIPH KOHTPOMe 3a COIEeDRAHHeM My-=
PARRMHON XHCHOTH B PAINMKUHOFD ponia
CMeCHX .,

Tenww M306PeTeHHA ABJIAETCH NMOBpDE-—
HHE CeJlekTHBHOCTH crocoBa, erg ynpo-
meHde W COoXpaEeHHe BpeMeHd aHanusa,

Ha uepreme HaobBpaxeHa XpomaTorpaM—
Ma IMpOOYKTOB THApONH3a MeTwmbopMuara,
Toe a - BHOKCHA yrnepona; 6 = Bogas
B — MeTaHON; I' - MeTumnhOpMHBAT,

AnanuaupyeMywn npoby (I mxn) BRO-
OAT MHUKDOWIDHUEM B HCUHApHTENDL XpoMa-—
Torpada. HUconapuTenk HMeEeT TeMNepaTy—
Y 100-200°C = BHYTPH HErO pasMema—
ETCH BEPXHSAA UYaCTh CTEKISHHOH XpoMa-
ToTpabHyYeckol KOMOHKH, Yepes KONMOBKY
nponyckawT ras-socurens (renwii}. Ko-
NCHKY ANVHOR ZM H FHYTpeHHNM JHaAMeT-
pos 3 MM B BepxXHel YacTH, pasMemae-—
MOft B UcrapMrene, 32MONEMOT CloeM Ka-
TARK3IATOPA, NpemcTarnmoRm coboft oua-
TOMHTOBLE HOCHTEIL THII2 XDOMATOH,
xesacopb, HHepTOW, 3epHeHuem 0,2 -
0,25 MM, copepxamuid 1,5-5 Mac.? man-
nanua, Komnuuecrso xaranusaropa, sar—
pyxaeMoe B kononky, 0,2 r, Henocpep—
CTBEHHO 33 CNOEM KATAIH3ATOPA PAa3ME=
mawT cnof nonMMepHoro copbeHTa MNojAH-
copBa—-1, 3eéepuenueM™ 0,25-0,5 M, ronu-
H4eCTBPO XOTOPOro COCTaBafeT 4-6 r.

IpMroroRneHHe KaTaSIHAATODPA DO~
BOOAT, PACTBORAA HABECKY auerTara namn-
nagus (IT) ' 20 un snenauoft yroycHon
KHCMIOTE, HarpeTod no GOQC, U nony-
YeHHHM PACTBOPOM nponMTmBawT 20 r
HocuTend, llponuTanssil apeTatoM n[anaa-
e (IT)} docuTens nOMemawT B CTAKAH
obbamom 400 Mmn, goGavnsoT 200 Mn Bo-
Ol B OpuOABJAKNT NIpPH NOCTOAHHOM IEpe-—
MEewHBAHHME DODIHOPHO, HAaTDHA [0 TOIHO—
I0 BOCCTAHOBREHHA nanmagHsa. llonyueH-—
HbH KAaTani3aTop OTHHNL TPOPMBAWT, IpO—
MBIBAWT BOAOH OO HeHTPAJNBHON pe&xunn
H BHCYEHBAKT B CYNMIBHOM mkaby npH
TeMnepaType He Bume 110°C, Ha mpuro-
TOBJIEHHOM TaxvM 06pa’oM KaralHiarTope
MYPABEUHAA KUCNROTA CeNeKTHURHO pasna—
raeTcA H0 NHOKCHAA YTIepona ¥ BOgo-
pPoga, KOTOpee B CMECH C OCTalbHBMH
KOMTIoHenTaMi npobu pasjgensmores Ha no—
nucopbe=1 npu 100°¢C. HeTeK THpPOBAHHE
PASTENEHHLX BemecTE OCVmeCTBIANT
OpPH TeMIEPaTYype TepMOCTaTa HeTeKTo—
ra {xatapoMeTpa) ISOOC, TOKe MOCTA
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100 MA, OnpenenedHHe cCofepXanlLi My-=
pPanBLHHoil KHCHOTH B npoSe MPOBOOAT NO
KAInu6poBoYHoMy TpadHKy, TOCTpoeHHOo-
My B KOODPOHHATAX MNNOmMAalk MHKA LHOKCH—
ha yriepogs - MACCOBHNT NMpOMEHT KHCNO-
™ B npobe, KanubGpopourmii rpaduk no-—
AydalT, aHalMHAaupys CTAHRADPTHRE pacT-—
Bopm, comepmaune (0, 1-99 mac.Z, My-
PABBHHON KHCnmOTsl. (T4HOADTHOE OTKIIO™
Heune He npeBumaeT 1,737, llpemen of—
Hapywenus 0,01 mac.? MypaBBpHHOH KHC—
NOTH B azafdHsHpyeMon npofe,

I puwme p 1, Onpepenneune copep—
WAHUA MYPABBRHON KHCJIOTEI B BOOE TNIpo—
BOOAT, LO3HPYS | MK aHANH3HDYeMOH
rpabel B HCHWEPHTESIE € TeMOepaTypoit
150°C, B KOTODOM CJIOH KaTAdHsartopa,
BANORHMEroCcH B BepwHedi 4acTH xpoma=
TOrpagHUecKOH KONOHKH, COfepHHT
2,37 mac.% nannagus Ha nwocHrene (xpo-
MaTOn) . PasfenHrelNbHadg 4acT: KOJOHKH .
HMesT TeMNepaATYDY IOOOC, TeMrepaTy-
pa BroKa xaTapoMeTpa ISDGC, TOK MoC~
ra 100 MA. Pacxop rasa-mocurensa (re-—
ara) 60 wm/muu, Bpema auvwamwaa | MuH.
BpeMa yoepsHBAHHS NHOKCHAA yriaepona
217 | Bopm 36’, Comepkanne Mypapbu-
noit xucnoTel B npofe 45,9 mac,? cor-
NnAacHO KanubpoBOYHOMY rpaduxy.

Npurmep 2. lipoby pHbeMOM
| Mrm, conepxamyio 98,9 mac,?7 uypapnH-—
HOH KHcToTH B BOOe, BBOOAT B HCIZpPH-
Teab Xpomarorpada. ¥Yenomua axanHaa
aHajorHuns npuMepy |. B HavannHyW
YacTh KOMOHKM NoMemedno 0,2 r karanp—
aartopa, comepxamerc 1,5 mac.? nanma-
BUA Ha HocuTene,

PesynbTaTel AHANK33 OOKa%aiad, 4YTO
conepxaHancA B npobe KHCA0TA paslo-—
AMITACKE HA KATanu3zaTope momHocTbhio,

Hpﬁ HCMONb30BAHMH KaTanH3aTopa,
comepkamero > Mac.? nannapMsa Ha Ho~
CHTENe, MYP2BLHHAA KHCHOTa (KOHUEHT=-
panua 98,97}, cogepxamafca B opobe
ofkemMoM | MKN, TaKxe paanaraeTcs
MoSIHOCTR0, OfABAaxO, HaHeceHHe Ha no-
BEDXHOCTDh XPOMATCOHA GONMbNEero KomH-—
YecTRa IAnNNAAHA He leffecoobpaaso #
HEBO3IMOWHQ, TaX KaK 3TQ He NOo3BoA=-
eT H MOBepXHOCTh HOocHTenst, Kpome To-
r'o, MNOSHMEHHE COASpKAHHA MTA/UIAOHA B
KaTATH3aTOpe TIDHBOOKT K HeONpaBIay-
HOMY YyBEITHYeHH CTOMMOCTH KaTanHia-
T™ODPAa,

I pumenn 3, [Ilpoby o6beMoM
| Mxa, cogepxamyie 98,9 mac,Z MypaBbH-
HOH KHCIIOTH B BOMAE, BBOOAT B HCIApH-
TeNns xpoMartorpada. YcrnoBHa aHanusa
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AHANOTHUYHK NIPHMEPY 4, HO B HA4ANBHYI
YACTBL KOJIOHKH noMemewo 0,2 r waranu-
aaTopa, cogepxawmero 1,3 mac.? nanna-
HHAH, PESYHBT&TH dHANHM34 NOoOXa3anH,

ure 0,77 copepxaumeicn B npobGe mypa-— 5

BBEHHOH KHCJIOTH HE DA3IIOKHNOCH.
HpuwMmerp d, lpoby oBreMoM

1 mkn, comepxamyw 98,9 Mmac.Z mypaRbu=~

HOI XMcnoTel B BOAE, BBOAAT B HonapH- 10

Tenr xpoMarorpada. Tedmmeparypa Hcena-
PHTENNN COCTABAAET 100°C. Qcranbrbe
YCINOEHH AHATMAA W 3arpy3ka KAaTanHiaa-—
TOpA AHAJIOFHYHL IpuMepy 1.

PesynbTaTe aHanHza MOKas’pBAawT,4TO 4§
cofjepxanadcst B npofe MypaBLbMHAA KHC-
NoOTa pas3lioKHIACh IOMHOCTBIO,

AHanwe, TPOBEOEeHHBN: fIpH TeMnepary-
pe ucnapurensa 90°C, noxasam, uTto
0,1%Z copepxameiici B npobe MypaBbUHON 20
KHCNOTH He pAINOKHNOCE.,

DpuwmerpH. Ipoby nEbeMOM
| vxnn, cogepxamyw 18,1 Mac,? Mypanbpu=-
HoH KuWcnore, 16,2 Mac.% mMeTaHona,

30,4 mac.Z Boom u 35,3 Mac.% MeTun— 2%
dopMiaTa, BBOMAT B HCHOAPHTENB XpOMa-
Torpada. Temneparypa HcMapHTesis coc-
Taenger 200°C. Ocransume VCIIOBHA
aganHsa H 3arpyska KaTanwsaTopa ada-
JIOTHYHE lpuMepy 1. a0

PeaynabTaTsl AHAMWAA NMOKABAIH, 4YTO
COREepXAMARCE B Tpofe MYPaBLHHAA KHC—
J1oTa pA’NOXKHIACH HOIHOCTEIH., OcTane-
HHIE BEmMECTBA SMOHPORANH HI XOMOHKH
Se3 HM3IMEHEHHH, 35

OpumMerp 6. Npoby obpeMom
] men, cogepxagyw 18,1 mac.? myvpaemn-
Ho#t KucnoTw, i6,2 mac.? merauona,

30,4 mac.Z Bopet H 35,3 mac,% Merun-— 40
dopmuara, BEOOAT B HCOEPMTENb KpoMas=
rorpada. Tedmnepartypa HcTIapHTens coc-—
ragnser 210°C, Ocrambuue YCIIOBHS
aHamiaa H 3arpyska xarajguIzaropa aHa-—
NOTHYHE OpuMepy |, as

PESYHBTHTM dHanm3la noxasand, 49To
copepxalfasicA B OpoGe MypaBbHHand KHC—
noTa pasnmoxHnack NogHocThw. OnHaxo,

- 4

HAPAAY C MYPaBbHHOH KHCNOTOH ©TMeuel
Takxe pacnag 0,47 MerunmbopMiara,

Takum o6pasocM, TEMIEPATYPHBIH HH-
TepBan TIponeccd HHCHPOMOPLMOHHDPOBA—
HHA MYPABBHHOH XHCAOTH COCTABIA&T
100-200°C., ffoy TeMmepatype B HCNApH—
rene uuxe 100°C MypaBbHHAA xucnoTa
TIONHOCTHI0 HA KaTaNHMaaATOpe He pasna-
raeTcAa, a MnpH TeMaeparype B HBCNapHTe—
ne Beme 200°C HauuHaer pPas’naraThecH
Me THNQOPMAAT,

Npuwme p 7. JnAa onpencnedus
MYPABBHHOM KHCIOTH B IIPOAYXTAX I'HOpO—
nn3a vetrundgopmuara | MKRD ananHampye-
MOH npolel, copepxXamed MypaBbLHHYID
KHCNOTY, BOOY, METAHOM H MeTHAMDO pMH-
ar, € MIOMOMBI0 MMKDOMNPHIA BEOLAT B
HCnapHTes ¥poMaTorpaba. YcmoPHs aHa=
nU3a aHanoTHudk npuMepy 1. Bpemn
VOePHHBAHHA KOMHOHSHTOB! OHOKCHA yI—
nepopa 21', Bopa 361, MeTaHon 55',
MetundopMuaT 86', BpeMs ofmHoro amanu-
3a 100', Conepxanue MypaBnMHOM Kucho-
Tel B npofie ONpenesiswT IO Hnouany nu-
K4 ORYOKMCcH yInepoma, ofpaaviomeiics
[ipH paciiage MYPaBLHHOW KHCNOTH, TO °*
kanubporoyHoMy rpadMky. Copnepxanue
MYPABEHHOH KHCJOTHM B IpoSe COoCTaBlis=
et 39,1 mac.Z.

PopmMmyna n3zobperTeHHS

Cnoco6 raaoxpoMaTorpatHyeckors on-
peferleHis MYPABBMHOMN KMCNOTH ROYTeM
EPONYCKAHHA AHAMHAIWPYEMOH Ipobu B
MMOTOKE Tada3a~HOCHTeNA IIDH ACBLMEeHHOH
TeMaeparype Hepes KATANHIATOD H xpo—
Marorpabuposannn obpasosaBmelica cMe-
CH HA KOAOHKEe C cOopbeHTOM, O T T H -
4 @aimMprH C A TEM, UTO, € HEIL OO=
BLIM2HHA CENMeKTHBHOCTH cnocoﬁa, ero
VIDPOMEHHA H COKpAmeHHSs BpeMeHH onpe-—
neseHusA, B KadecTBES KATANH3IATOpa HC™
IIONh3YKT nannannﬁ, HaHeCceHHsIA B KOonH—
yecrse |,5-5 Mac.% HA IHATOMHTOBLIT
HOCHTENL, H IIpONyCKaAHHME aHanuivpye=-
Mo Npofp 4Yepea KaTaaH3aATep ocCyimect-
Brsmor npa 100-200°C.
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