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CoxpaHdawTcs BCe IpaBa

[Ipy MCHOJIL30Ba@HUM DTOTO MEeTOona IOJIXKHE OBITL MNPUHATH 3Qder—
TUBHBEIE MEPH OXpPaHH 3OOPOBBA U OesornacHocTu. OTkKas OoT
MCIIONIBE30BaAHUSA 2TOTO MeTona crnocoboM, TI[IpPennrMCcCaHHEM 3I0eCh,
MOXET OBITb OMNACHEM. [IOJIE30OBATENM HECYT OTBETCTBEHHOCTL 3a
IpakTUUEeCKyK pealM3alMilo COOTBETCTBYOIMX Mep  IIpeloCTOPOX-—
HOCTHM ¥ '3a OIpeneJIeHVe Iepell MWCIOJb30BRaHUeM IIPUMEHMMOCTHU
PETYIUPYIIUX OIPaHMYEHUN .

OBJIACTL TTPMMEHEHNMA

IauHBI MeTOJ MNpelHas3HadeH IOJiS olpepelieHms OeHzoJa, OT-—
IEeJILHEIX I'€KCAHOB M HMXEe KUMSAIMX YIJIEBOIOPOIOB B OeH3MHaxX, He
colepXammMx OJIedMHOB M MMeIMX TeMIepaTypy BekunaHusa 260 C
Iy HWxe. PesysbTaTe MOTYT OBTH IPEeICTaBJIEHBl B MaCCOBBIX $

°

WM OOBEMHEIX % KUIKOCTM. HuxHMNM HOpenesl oBHapyXeHMS JoOoTIo
OIMHOYHOTO KOMIIOHeHTa coctarnsgeT 0,5 maccoBoro %.

KPATKOE MUIJIOXKEHME METOIA

AHaJsiMsMpyemasa pofa BBOOUTCS B  Ta30BHM xXpoMmaTorpad,
OCHAaIIeHHBIM KalUJIJISPHOM KOJIOHKOM M3 KBAaplLeBOTO CcTeksa. CocTan
Npobsl B MaCCOBBEIX % I[IOJIydaeTCs C IOMOUBI KOJMUECTBEHHOTO Me-—
TONa BHYTPEHHEW HOpMaM3aluuM, OPYM KOTOPOM IJIomalM NUKOB BCeu
Opofel CHauajla KOPPEeKTUPYTCHS 10 pasHule B OTKIMKE, a 2BaTeM
HOPMUDPYIOTCS 10 oTHoweHuo k 100% HONOJIHUTEJILHEN pPacCUeT Mnpe-

obpasyeT pes3ylbTaTeH B OOBEMHBEE % XUIKOCTU.
AIITIAPATYPA
Becel, TOYHOCTBL CHSTUSA nokaszaHuy 0,1 Mmr.

XpomaTorpadmdeckas koJoOHKA, 50 M M3 KAOWIISAPOB M3 KBap-
LEBOTO CTEeKJla C BHyTpeHHuMM muameTpoMm 0,21 MM, T[IOKPHTHX W3-
HYyTpW TIJIeHkoy ToyumMHoM 0,50 MKM CO CHMTHM METUJIMOHOCWJIAHOM,
bvpma "XwpiogieT Ilokapl oSHeduTHMka ceranz" (Hewlett Packard
Analitical Supplies), Homep no karanory 190915-001, wmm k-
BMBAJIEHTHAS .

T'a30BElM XpoMaToTpad,  OpoTpaMMUPYEMEM Ha pPasjIMyHOE JIU-—
HEVHOEe MBMEeHeHMEe TeMIlepaTyphl U CHOCOOHHM peaiM30BaTh MI30TEpP-—
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MUUECKUM npouecc npu 32 C;  BBIIOJHEHHBEM IJIS KalWJJIAPHOM XpO-—
MaTorpabuM, - MUCIOJbB3YyRUMM CHUCTeMy BBOIa NPOOH C IeJIeHUEM,
MMEIYI0O CTEKJISHHYK BCTABKY C KaHaJIOM IJIS BBOOAa, M OCHAEHHBI
[IJIaMeHHO-MOHM3AUMOHHRM JeTEKTOPOM, KOTOPHM OyHmeT maBaTh OTK-—
gk 30 wMkB Ha MMHMMAJBLHYIO BeHCOTy nmka miasg 0,1 mMaccoBoTo %
H-TeKkcaHa npM paboTe B yCTAaHOBUBIMXCH YCJOBMAX. (QOOHOBBIM MIyM
[IpM STUX YCJIOBUSAX He IIpeBbmaeT 3 MKB.

MHTeTrpaTop, 2JEKTPOHHHM, WM SKBUBaAJIEHTHOEe OBOpyHOBaHME
IUIS TIOJIyYeHMS [JIomaled IIMKOB. 3T0 YyCTPOMCTRBO JOJIKHO MHTEIPU-—
pPoOBaThL IJIOmMAOM C OOCTATOYHO OOJBION CKOPOCTBIO, C TeM UYTOOE
MOXHO OBUIO TOUHO MBMEPUTH y3KKe NUKY, OOBUHO BHIABAEMBIE Ka-
MUJIJISIPHOV KOJIOHKOM .

Camornucell, noJjiHag mkaja 1 MB, noJHoMacmTabHBI OTKJIMK 1C
WM MeHee.

PerynaTop BOROyXa, IBYXCTYIEHUYATHM, BHCOKOUMUCTHIM, OUpMa
"MerTucon" (Matheson), momene 3104-590, mMaM 2KBUBAJICHTHHIN.

PerynaTop BOOOPONAa, IBYXCTYIEHUYATHIH, BHEHCOKOUMCTHI, OUP-—
mMa "Memtucon", momenks 3104-350, MM SKBUBAJEHTHEIM .

PerynsaTop asoTa, JOBYXCTYIEHYATHEI, BHCOKOYMCTHI, OGOupMa
"MenTucoH", Monmesks 3104-580, MM 3KBUBAJICHTHLI.

INozaTop, JOOM WIPHUL, UV JO03aTop, crnocobuem Beectu 0,5
MKJI  oBwmeM NpoBel, kak, HamopuMmep, mnpuy "XemuaToH 701-NWG"
(Hamilton 701-NWG), o&wpma "Onrek scoymmsuTc” (Alltech
Associates), MM BKBUBAJICHTHHI.

PEAKTWBE ¥ MATEPVAJIE

Ecam He CI'OBOPEHO OCOGO, BCe PeaKTVBEI JOJIXHEL COOT—
BETCTBORATE TeXHUUECKVM YCJIOBUAM, BHITYIIEe HHBIM KomureToMm o
AHAJIMTUYECKVIM pPeaKTUBaM AMepMKaHCKOI‘O XVIMNYECKOTI'O O@HleC’I‘Ba,
E€CJIVI TaKMe TeXHUMYeCKMe YCIJIOBUA UMMETCH. .

Boznyx, ofmue yTJyieBOOOPOIE MeHee 2,0 uvacTel Ha MWUJLJIMOH,
Kak, HanpuMep, MeTaH (HYJIeBOM I[IOBEPOUHBI I'a3) .

Bensos, MmmHumManepHas ducrora 99, 9%, dupma "Onmpuu - ke-
myka" (Aldrich Chemical), HoMmep mo kxaTajgory 27070-9, wim ok-
BMBAJICHTHEIM .

OTuybeHs30J1, MMHMMaJlbHas uucToTa 99%, oupma "Omiopudu ke-
MukI", HOMep no karanory E1250-8, uiM SKBUBAJISHTHHIN.

H-TeKCaH, MMHMMaJibHas ducToTa 99%, odupma "Onopuyd Ke-
MUKI", HOMep 1o karajory 13938-6 uiIu SKBUBAJIEHTHHIM.
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Bomopon, MuHMManbHas umcrora 99,95%,
MeHee 0,5 uvacTM Ha MWJIJIMOH, Kak,
IOBEPOUHBIN Tas) .

AsoT, MMHMMAJIbHag uucrToTa 99, 99%,
MeHee 0,5 yacTM Ha MWJIJIMOH, Kak,

[NOBEPOUHEH I'as) .

HalnprMep,

HanpvMep,
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obmme yIJIEBOLOPOIE
MeTaH (HyJIeBou

obBiye yTJyieBOIOPOIE
MeTaH (HYyJIeBOM

TosyoJl, MMHMMaJlbHaa umcrora 99%, dupma "Onnpud keMuxi",
HOMep 1o karajyory 17-996-5, may SKBUBaJIEHTHBI.

M—KCWJIOJ, MMHMMAJIbHas umcToTa 99%, oupma "Ojgmpuu Ke-
MUKJI", HOMEp [0 KaTajory 18-556-6, MM SKBUBaJICHTHEIM.

O—KCWUJIOJI, MMHMMaJlbHas uducroTa 97%, odupma "Ongpuu Ke-—
MukJ", Homep Mo kaTanory X104-0, mimM SKBUBAJIEHTHBI.

I-KCWJIOJN, MMHUMaJbHas umcToTa 99%, oupMma "Osnopudu ke-
MMKJI", HOMep Mo kaTajory 13444-9, wunm SKBMBaJIEHTHBIM.

METOIOVKA OIPEINEJIEHUA

SKCIUIyaTalMOHHEE YCJIOBUSA

SKCIIyaTalUOHHEE YCJIOBUSA
Tabguue 1.

OJIS BTOoTO
Tabmmua 1

T'az—-HoCcHUTEsIb
CxopoCTs Taszsa—-HocCUTe A

HeTerTop

TeMnepaTypa IOeTeKTopa

TeMInepaTypa KaHaja -OJIa BBOJIa

O6weMHass CKOPOCTH IIOTOKa RBOIDOpOIa™)

O6beMHass CKOPOCTH I[IOTOKa BO3OyxXa™)

KOHIMUMOHMPOBAHHE T'as

KOHIMUMOHMPOBaHHAA OBbeMHasd

CKOPOCTB II0TOKA

OTHoOmWeHMe IeJieHUs [10ToKa

[lporpamma TeMIepaType KOJIOHKU
HadaJlbHas TeMllepaTypa
HadaJlbHOE BpEeMs ,
oporpaMMupyeMas CKOPOCTb 1
IpOMEeXyTOUHass TeMIepaTypa
[IPOMEXYTOUHOE BpeMs
nporpaMMmpyeMas CKOPOCTb 2
KOHEeUYHasa TeMlieparTypa
KOHEUYHOe BpeMHA

CKopOCTE IOBMXEHMS IMaTpPaMMHOM OyMaru

BenmumHa NOpPOOE

AaHaJIM3a I[NpUBEIOCHEl B

BOIOPOI

58 cMm/c (oBbeMHas CKO-
pocTe noroka 1,1 mu/mMuH)
[JIaMEeHHO—MOHU3ALMOHHEI
250 C

225 C

30 mui/MuH

400 mu1/MmH

asom

30 mui/MuH

200:1

32 C

6 MUHYT
5 C/muH
52 C

14 mMyByT -
20 C/MuH
230 C

9 MuHYT
1 cM/MuH
0,5 mkan
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*) [Io BOMNPOCY O PEKOMEHIyeMslX OOBeMHEX CKOPOCTAX IOTOKa
obpaTnuTech K PYKOBOICTBY IO IPUOOPY (QUPMEI-MB3TOTOBUTEIS.

MeTomuka xXpoMaToTrpadum

YCcTaHoOBMUTE B TA30BHM XpoMaTorpad KOJOHKY C KalWJisapaMu
M3 KBaplLEeBOTO CTeKJla M COolJalTe yCTaHOBJIEHHBE BKCIUIyaTalMOH-—
HBEIE YCJIOBMs. [IOBTOPHO IPOBEpPbTE NOTOK I'al3a-HOCUTEJA, a 3aTeMm
sanporpammmupyire TepMmocTar mo 230 C. IlogmepxuBanTe 3Ty TeM-—
rnepaTypy OO TexX [op, Ioka He OydeT MnojlyyeHa [NOCTOAHHAadA HyJe-
Bas JMHMS Opy TpedyeMol YyBCTBUTESbHOCTM. OXJjIaguTe TepMoCcTaT
xoJioHku nmo 32 C. BremuTe 0,5 Mxa OpoBOel M HEMEOJICHHO SB3alyCTU—
TEe CaMONMCell, MWHTeTrpaTop ¥ Salporl'paMMMPOBAHHYK HNOCJeHoBa-—
TEJILHOCTh MBMEHEeHUs TeMIepaTypbl KOJIOHKMU. ‘

NOeHTUOMUMPYMTe KOMIIOHEHTH [10 IIoJIydallelcs B pesyJlbTare
xpomMaTorpaMMe. Tunosas XpoMaToTrpaMmMa [IpMBelleHa Ha Ipuiarae-—
MBIX PUCYHKax. EcCJM HyXHO, NOITBEpAUTE MEeCTOHaXOXIeHUEe apoMa—
TUUECKMX KOMIIOHEHTOB [IyTeM CPaBHEHMS C KaJMOPOBOUHOM CMECBI
(cm. pazpen "Kanubposxa') .

Ecny pesyJsibTaTe  OJIXKHE OBTb IIPEeOCTaBJIEHE B OOBEMHBIX 3
XUIKOCTU, ONpelesyIMTe OTHOCUTEJILHYI [JIOTHOCTE IIPOOHE IO MeTony
ASTM D 4052 wam no OpyroMy [IOOXOASAMEMYy METOLY .

KanmmbpoBka

B nmaHHOM aHaJl¥=3e MCIOJb3yeTCs BHYTPEHHSAS HOopMalMs3alus
BCceM npofel IJiS KOJMYECTBEHHOI'O omnpenejeHus C6 6e3 KOMIIOHEH-—
TOB. UYTOOHB NPOMBBECTM TOUHOE W3MEepeHMre Bcell Npobwl, cJenyeT
MOSHTUOMUMPOBATE ¥ OTKAJMOPOBATH OINPENEJIeHHEE KOMIIOHEHTH BHE
mranaszoHa C6. 9To HeoOXOIMMO MOTOMY, WTO apoMaTUUEeCKMEe KOM-—
NOHeHTH oT C6 mo C8, koOTOpEE MOTYT IPUCYTCTBOBAThL B I[pobe,
He OynoyT ¥VMeTb TaKOM Xe OTKJIMK OeTeKTopa, Kkak HeapoMaTu-—
yeCcKye KOMIIOHEHTH. BCEeBOBMOXHHIE HeapoMaTU4YeCKMe KOMIIOHEHTH,
[0 CymecCTBY, MMEIT OINMHaKOBBM OTKJIMK IeTeKTopa.

[IooTOTOBETE KAJIMOPOBOUHYK CMEeCh TakK, KakK OIMCAaHO B Me-—
Tome ASTM D 4307, uToOH OHa colepxXalla NPpUOIM3UTEILHO pPaBHBE
KOJIMYeCTBa H-TeKcaHa, ©OeH3oJa, ToJyoJa, 5STuibeH30Ja, O-KCU-—
JioJia, M—KCWIoJla U I-KCWjlojla. B3BeChbTe COOTBETCTBYIME KOJIM—
YecTBa KaxXOoI'o KOMIIOHEHTa C TouHocTho 1o 0,1 MT'. BrIIOJHUTE
xpoMaTorpadmrio CMecH Tak, KaK B3TO ONMCaHO B pasnetye "MeTomuka
xpomarTorpad¢umn". IIpy 5TUX YyCJOBUSAX M—KCUJIOJ M [N-KCWUJIOJI MOTYT
npoABUTbLCA BMecTe. OCHOBEIBASACH Ha 3 I[OBTOpPSeMHX obpaborkax
cMecHu, OoNnpellejiMTe CpenHUM OTHOCUTEJIbHBIM KOBOOULMEHT OTKJIMKA
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IJIS KaXOor'o  KOMIIOHEHTa, WUCIOoJNbL3YA B KayecTRe 2TajioHa
H-TeKCaH M CJAeIyrlyln QopMyJIy:
F = AB/CD,
rie - MHTepecyl ol KOMIIOHEHT, MaCCOBHE %;
- IJIomAab I[IMKa H-—I'eKCaHa;
H-TeKCcaH, MAaCCOBHE 5;
- rIomalb OJIS MHTEepeCyK lero KOMIIOHEeHTA;
— OTHOCUTEJILHEM KO3OOULIMEHT OTKJIIMKA KOMIIOHEHTA;

g QW
|

OnpenenuTe OTHOCUTEJIbHEE KOSOOMUMEHTH OTKIMKA, KakK yKa-
3aHO BHIIE, IOJS KaXIOTO MCIOOJIb3yeMoTo npudopa. KosdduuMeHTH,
npreeleHHele B Tabiauie 2, IOaHe B BuAe OpuMepa U He OynyT
UMEeTL CUJIy IJIS BCeX NpUudopoB.

Tabnuua 2

OTHOCUTEJILHEE KOZOOMIUMEeHTE OTKIMKE,

Q

MacCCOBHE 3

H—TeKcaH 1,000
BeHz0J 0,917
TOJIYOJI 0,960
STUJIOEH30JI 0,973
O—KCUJIOJ 0,990
M—, II—-KCHJIOJI 0,973

Iisa BCcexX HeapOMAaTHMUECKUX KOMIMIOHEHTOB B Npofe UCIIOJNb3yM—
TE€ OTHOCUTEJILHBE KOBOOUIIMEeHT OTKIMKAa IJS H-TeKcaHa.

PACUETH

MonmyuuTe IJIoWadM IIUMKOB IJIS KaXIOOTOo OTIOEJIbHOTO KOMIIOHEH—
Ta MJIM TPYNNE KOMIIOHEHTOR U BHUMCIMTE KOHIUEHTpauuio B Ipobe
Kaxngoro KoMIoHeHTa C6 u fojee Jerkmux ¢ ToyHocTei mo 0,1
MacCcoOBOTO %, MCIOJNLIYS CJeIyolyln OGopMyJTy: '

KOMIIOHEHT, Maccoeele % = 100 x PF/T,
e F - oTHOCUTEJBbHEM KOBQOULMEHT OTKIMKAE, OINpelesIeHHB pa-—
Hee;
P - nnomane OJs OTHEJILHOI'O KOMIIOHEHTA;
T - cymma npouseeneHurt PF BCex BanmMCaHHHX [IUMKOB;
100 - xozdduumeHT nJsa npeobpasz30BaHUS B MaCCOBHE 3.

IJI [OJIydeHMS pPe3yJbTaTOB B OOBEMHBIX % XUIKOCTU Ipeob-
pasynTe pel’ylbTaThl B MAaCCOBHX %, IIOJIyYeHHEE paHee, WUCIIOJNb3YyS
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cJIeoyruyn GopMyITy :

C

KOMIIOHEHT, OBBeMHBle % XUiokocTu = MS/T,

roe M - MacCCOBEM % MHTEpeCyK lel'c KOMIIOHEHTAa;
S - OTHOCUTEJNbHas [WIOTHOCTL IIPOBH;
I - oTHoOCUTeJbHAad I[UJIOTHOCTBb MHTEpeCcy ller'o KOMIIOHEeHTa,
cM. Tabguuy 3.
Tabauua 3
KoMrioHeHT OTHOCUTENbHAS IIJIOTHOCTD,
npn 15,56 C.

[Iponian 0,5077
NzobyTaH 00,5631
H-OyTaH 0,5844
HeoneHTaH 0,6010
VisorieHTaH - 0,6248
H-IIeHTaH 0,6312

2, 2—OVMeTUIIOyTaH 0, 6540
lnxJjioneHTaH 0,7505

2, 3—aouMeTnI0yTaH 0, 0664
2-MeTUJINeHTaH 00,6579
3-MeTuJIreHTaH 0,6690
H-T'eKCaH 0,6641
MeTUJIILMKJIICIIEHTaH 0,7535
BensoJg 0,8846
IIMkJIOTeKcaH 0,7834

TOUHOCTE

OcHOBHBaomeeCcs Ha 6 IIOBTOPSEMHX ONpPeIesieHMSX, PacCUeTHOe
CTAaHIOapPTHOE OTKJIOHEHMVE IJIS KOMIIOHEHTOB IIPY SBaOaHHBIX MX KOH-
LIeHTpauuax OpMUBeneHo B Tabsmie 4. PesyibTaTe, IyOIMPOBaHHBE
OIDHVMM M TEeM Xe& OIlepaTOpOM, He IOJIKHEL OTJIMYaThCcsa OoJjiee ueMm Ha
YKa3aHHY® IONYyCTUMMYyK PasHOCTb (C 95% BepOATHOCTER) .

Tabmmua 4
HJaHHEIE O TOYHOCTU

KoMmrioHeHT Kounienrpauusa, PacuerHoe
Ma&CCOBHE % CTaHIAPTHOE
OTKJIOHEHUE,

Q

MaCCOBEIE 5

HonycTumas
PazHOCTE,

o)

MaCCOBBIE %

H~OyTaH 0,8 0,004
H-IIeHTaH , 23,7 0,012
LUMKJIOTIEHTaH 2,0 0,008
H-TeKCcaH 7,7 0,012

0,01
0,04
0,03
0,04
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BPEMSA AHAJIU3A

BpeMa pab®oTe IJid OIHOT'O aHaymza cocrasidger 0.75 daca.
TpebyeMmass TPyOOeMKOCTE cocraejyger (0,38 uwaca.

CCBUIKM

ASTM Methods D 4052 u D 4307, 1986, Annual Book of ASTM
Standards, 05.03, ASTM, 1916 Race St., Philadelphia, PA
19103. |

MetTomer ASTM D 4052 u D 4307, "ExeronHsll COOPHMK CTaH-
maptoB ASTM =a 1986 r", 05.03; 19103, r.odwragensomsa, mrarT
lMeHcunbBaums, Penc-crpur, 1916, ASTM.

[NPEIJIATAEMBE ITOCTABIINKN

odupma "Oampuu keMmmks komraHu", 53233, T.Muayoxku, wmWTar
BuckoHcuH, CeHrT-IlojI-aBeHO, 3anangHas cropoHa, 940.

(Aldrich Chemical Co., 940 W. St.Paul Ave., Milwaukee,
WI 53233).

dupMma "Omnrex scoyumsurc", 60015, 1.Jupdbunn, mrar WUiam-
HoVic, Boxuren-poyn, 2051.

(Alltech Associates, 2051 Waukegan Rd., Deerfield, IL
60015).

dvpMma "XpiogseT [leskapn SHeJMTUKI cenganz", 94043, r.Ma-
YHTMH Bplo, mrar Kamudopuus, Jorsw-aBeHo, 333.

(Hewlett Packard Analytical Supplies, 33 Logue Ave.,
Mountain View, CA 94043).

ompMa "MeitTmcon", 60434, 1.IXOJM3T, WMTAT VILIMHOMC, NOYU—
TOREIM sk 96.

(Matheson, P.0.Box 96, Joliet, IL 60436).
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Puc.l. Tumnoras xpoMaToIpaMmMma :
1 - nyck; 2 - BpeMs, MMUHYTH; 3 - objacte C3-C6; 4 - BeH30J;

5 - momyos; 6 - sTtunbeH30J; 7 — I-KCWIOJ; M—-KCUJIOJ; 8 -
O—KCMJIOJI.
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Puc.2. TunoBasa xpoMaToTrpamma. YBenuueHue objactu C3-C6
(cMm.puc.1l.):

1 - BpeMs, MMHYTE; 2 — nponaH; 3 - mzobyraH; 4 - H-Oy-
TaH; 5 — Ml0MNeHTaH; 6 — H-NeHTaH; 7 - 2,2-guMeTundyTaH; 8 -
2-MeTuJneHTaH; 9 -2, 3-muMmermndyrTadH; 10 - umxJoneHTad; 11 -
3-MeTuineHTaH; 12 - H-TekcaH; 13 - Benszon; 14 - UMKIOTEeKCcaH



