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(57) Abstract: 2
FIELD: analytical methods. SUBSTANCE:

fixed phase for analysis of volatile

organics ceontains aqueous  solution  of

N-methylmorpholine-N- oxide. Partial

pressure of water vapors in gas-carrier

varies from 40 to 760 mm Hg and temperature

of chromatographic column is chosen within a L
range of 40 to 150 C. EFFECT: increased

separation selectivity for various classes

of organic compounds including homologous

series of polar compounds. 4 cl, 6 dwg, 1 tbl
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MNaobpeteHne ortHocutecs K cnocobBam
aHanuaa neTy4yux opraHUYecKUxX coeauHEHWA W
MOXeT OblTb  UCMOMb3OBAHO B HAYUYHbIX
nccnefoBaHWsaX W AnA KOHTPONs CcocTaea
BeLEeCTB B XWMWUYECKOHW, HedhTeXMMUYeCKOH,
Buonornyeckoin 4 Apyrux oTpacnax
NpomMbILNeHHOCTH. [penmyLLecTBEeHHO
n3otpeTteHne npeaHasHaqYeHo ans
MCNCNb30BaHWA B MeauuvHe Ans KOHTpons
HYACTOTbl MeJUUWHCKUX npenapartoB.

Ong pasgensHWa cMeceird annuaTUyecknx U
apomMaTWYecknX BellecTB MeTOACOM a3OBOW

Xpomatorpadum o6bIYHO UCTONbayoT
OpraHWYeckMe HENOABWKHblE XWAkWMe chass
pasnMyHoMI nonapHoCTH, Hanpumep

OKCMOWNPONMUOHWNTPKW, NONN3TWUIEHITIMKONb,
NOMMATUNEHIMKKONLCYKUMHAT 1M ap.  (cMm.,
HanpumMep, ABT. cehng. CCCP N 544913, kn. G 01
N 31/08, 1974). OgHako Takve dasbl obnagator
HeAoCTaTOYHO  BLICOKOW  CEMeKTUBHOCTBK K
yrneeBojopoaM ¢ GnuakMMmK  TemnepaTypamiu
KAMEHWA, B YACTHOCTKU K M3omepam, nibo, nmes
XOPOLLYK CeNeKTUMBHOCTb, XapaKTepuayloTcs
BonblUMM BpeMeHeM yOoepXueBaHWa. Ons aTux
a3 CenekTUBHOCTL B FOMOMNOMMYECKOM paay
NonspHbIX coeauHeHUH npaKTU4ecK1
OTCYTCTBYET.

WaBecTHa HenoaswxHasa xugkas daza and
rasoBOK xpomarorpadMm, Kotopasa B GBOEM
COCTaBe COAEDMMT KpucTannorugpaTsl Cconew
pasnu4YHLIX Metannos (cMm. aeT. ceug. CCCP N
771542, MNK G 01 N 31/08, 1980). Cnocob
xpomaTorpaqomueCKoro aHanusa ¢ npuMmeHeHWem
YKa33HHOA HenoABWXHOW pasbl OCHCOBAH Ha
CNONB30BaHWM B KayecTBe MNOOBMNKHOW dhasbl
rasa-HocuTend, cofepXallero napsl BoAsl (CM.
Tam xe).

MapecTHaa HenogBWxkHag chasa KU crnocod
XpomMaTorpacyeckoro aHanuaa c ee
NpUMEHEHWeM, TNpWHATBIE 33 NPOTCTHN,
NO3BONAKT BO MHOMMX CNyvyasx peanuaoBaTb
BLICOKYHO CeNeKTUBHOCTb npw aHanuae
NoNApPHbIX COE,CI,I/IHEHI/Iﬁ pPasnuyHbIX KnaccoB.

OpHaKo B HEKOTOPLIX Cry4Yaax npu aHanuae
CMOMHBEIX CMecel BelecTB, CcoAepXallux,
HanpUmep, apoMaTHYyeckue aMuHbl, coeJUHEHUS
TEPNeHOBOrO paja W Ap. WaBecTHaa dala
nposiBnNana HeJoCTATOUHYIO CEMeKTUBHOCTE W
HabnogaeMble NWKKM pasjensemblx BellecTs
nmenu HECI/IMMETpI/I'--IHbII‘ﬁ XapakKrep.

3agava WaobpeTeHWa cocTosna B coagaHui
TaKkoW HEenoABWXHOM KMOKOW hasbl U cnocoba
XpomaTorpadnyeckoro aHanuaa [ ee
MPUMEHEHUEM, KoTopble obecnevnsaloT
BLICOKYHO CEMNEKTUBHOCTb pazgeneHua
PA3NUYHBIX KNACCOB OPraHNYeCKUX COedMHEHWHA,
BKMKOYAA FOMOMoOrMdeckie padel MNONAPHLIX
COEAUHEHNIA.

YKkazaHHasa 3agada pelaetca Tem, 4To
npednoxeHa HenodBWMKHAA hasa Ana rasoBor
XpomaTorpachmii, OGHOBY KOTOPOWA, GCOrnacHo
n3oBpeTeHWo, COCTaBMAST BOAHLIA pacTBOp
N-meTunmopdonuH-N-okcuaa (CsHi4NOs).

3ajaya pelaeTcA  Takke TeM, 4To
npeanoxeH cnocob  xpomaTorpaduueckoro
aHanuMsa cMeced BelecTB ¢ NpUMEeHeHWeM
rasa-HOCUTENA, coaep:allero napbl BoAbl, B
KOTOPOM COMMAcHO W3oOpeTeHWIo B KadecTee
HernodBMKHOK  chasbl  MCNOMb3YIT  BOAHLIA
pacTeop N-meTunmMopdonuMH-N-okenaa.

MapuuMancHoe [daeneHWe napoB BoAbl B
rase-HocuTene npv OCYLLECTBNEHWUM
npeanaraemoro crnocoba MoXeT MeHATLCA B
nHTepeane oT 40 go 760 mm pT. CT.

Temnepatypy Xpomartorpac4eckor KONOHKK
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Nnpyv OCYLLEeCTBMNeHWM npeanaraemoro cnocoba
MOMHO U3MeHSTb B MHTepBane oT 40 ao 150°C.

Mcnonbayemoe B KayecTBe HEeNoOBWKHCA
hazbl BewecTBo (N-MeTUnMopdonH-N-okcKa)
HEeOrpaHWYEHHO PacTBOPUMMO B BoAe, sdupe W
cnupre, c©nocobHo K ACHOPHO-aKUEeNTOPHLIM
B3aMMOENACTBMAM WM B HacToslee BpemMs
NEUMMEHAETCA KaK pacTBOPUTENL LEnnionossl B
npouecce nonyYeHUsa Uenmono3HeX BOMOKOH
(cm. Tonoea J.. Xummndeckne BonokHa, 1996, N
1, c. 13 - 23).

CylWHoCcTs M3obpeTeHna nNosAcHAeTCA
NpUMBEAEHHBIM  HWXe  onucaHuem  cnocoba
NEUroTOBNEHWA XpomaTtorpadrieckoro
copbeHTa € nNpUMeHeHWeM npegdnarasmMoir
HENOABWKHOR chasbl " npuMepamm
XpomaTorpapuueckoro  aHanuvaa  pasfmnyHbIX
KNacCcoB COSAMHEHWIA.

WMcnonbayemelid B npegnaraemom  cnocobe
obpa3zel, N-metunmopdonuH-N-okcnga (MMO)
npegctaendetT  coboid  KpucTannuyeckoe
BellecTBO C coaepxaHwem Boabl 3 - 5% (no
Becy) W TeMnepaTypoi nnaeneHua ~ 150°C.
CopbeHT ¢ 8% MMO rotoBunm nytem ncnapeHus
NpWM  KOMHATHOW  TemnepaTtype  neTydero
pacTBopuUTENS (BOOL!) U3 CYCMNEeH3WW, cocToAeR
W3 YacTUL, TBEPAOrO HOCKMTENA B pacTeope MMO.
Teepabim HocKTENEeMm CRYHKUN Genbiid
OMaTOMWTOBEIR  HOCUTENE  XpomaToH  N-AW
(dbvpmbl "Chemapol”, Yexus) dpakyna 0,16 -
0,20 MM. BblcylweHHbIA copBeHT 3arpy:;ann B
KOMOHKY W3 HepxXaBelwer cranu, KOTopylo
MCNoNb3oBanu NpW aHanmnae PasnuyHbIX KNaccos
XUMAYECKNX BELLECTB.

Mpumep 1.
AHanManpoBannch KOMMNOHEHTEI KaMPOPHOro
cnupra. Ycnoeua aHanuaa:

xpomartorpachnyeckas Konodka anvHor 2.0 u
BHYTPEHHWUM JWaMeTpoM 3 MM, 3anofHeHHas
copBeHToM, NPUrOTOBMEHHBLIM ONHUGAHHBLIM BhiLLS
cnocobom. TemnepaTtypa KOMOHKW - 80°C,
ras-HoCUTEMbL - a30T, COAepXKallWi napsl BOALI.
MapumansHoe faBneHWe NapcB  BoAbl B
rase-HocwTene coctaBnano 350 MM pT. CT.

Ha cour. 1 npeacraeneHa nonydeHHas npm

YKa3aHHbLIX YCrNoBMSX — XpomaTorpamma
pasgeneHuna  10%-Horo kamdpopHoro cnupra
(dbapmaronedHblii npenapar). Ha

XpomarorpammMe BUOHEI OTYETNUBO
pasgeneHHble nukKM Kamdpopsl (1) 1 ataHona (2).
CnegyetT OTMeTWTb, YTO XpoMartorpadguyeckoe
pasfeneHvue aToro Xe cocTara B aHanorMyHbIX
yenoeusax (tk = 80 °C, PH = 350 MM pT. CT.)
Z

c UCMONE30BaHNEM BOAHC-CONEBON
HEeNOABUKHOMA haabl {npototuna) He
ofecnevvBanc paspeneHve NWMKoB kamdops! w
aTaHona.

Mpumep 2.
AHanuay noasepranv aspo30MbHbIRA
npenapaTt "KameToH". Ycnoeua

XpomaTtorpahpoBaHns aHanorndHsl yenoeusam
B npuMmepe 1, 3a WCKIlOMeHWeM TemnepaTyphbl
XpoMaTtorpauyeckoi  KONMOHKW, KOoTopas B
JaHHOM npuMepe cocTaensna 90°C.

Ha cour. 2 npegcraBneHa nonyveHHasa B 3TUX
YCNOBKSAX XpomatorpaMma pasfeneHus, Ha
KOTOPOW: 1 - KOMNOHEHTLI 3BKANUNTOBOrO Macna,
2 - 1,8 - uuHeon;, 33 - kamchopa, 4 -
HachTanuH; 5 - xnopbyTaHonrugpar; 6 - MeHTonN.

Mprmep 3.

AHanunay nogeepran  6eHanH  AM-95.
Ycrnoeva aHanuaa aHanorvyHbl YCcrioBUam B
npumepe 1. Ha  dwur.3  npedcrasneHa
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nonyYeHHas Npu aTUX YCNoBUAX XpomarorpamMa
pasfeneHnsl, Ha KOTOPOH MASHTUULMPOBaH
OCHOBHbIE KOMNOHEHTHI: 1 - H-yHOekaH; 2 -
H-AcAekaH, 3 - H-TpuaekaH; 4 - H-TeTpaJekaH;
5 - MeTaHon.

Mpumep 4.

AHanwsy nopBepranacs cMech
anucaTHeckux aMUHOB. TeMnepaTypa KONMOHKKA
coctaenana 90 °C. YnpyrocTe napos Bofbl B
rase-HocuTene (No) coctaendana 335 mMm pT. CT.
TemnepaTypa  ucnaputens - 180 °C.
Temneparypa getekropa (A1) - 250°C.

Ha cour. 4 npedcraeneHa nonyydeHHas npu
STUX YCIIOBMSX XpoMaTtorpaMma pasgeneHus, Ha
KOTCpPOR: 1 - TPUATMNAMUH; 2 - H-ByTHUNamuH; 3
- H-aMrnnaminH; 4 - AWSTUNamMK1H.

Mpumep 5.

Ha cur. 5 npegcraeneHa xpoMaTtorpamma
CNOXHOK CMecH coeUHEHWA pas3HoW
XUMUYECKod Npupodsl, BKNoYasd GrMakokunawme
KOMMOHEHTLI, Hanpumep, oKTaHon-1 ]
2,6-0MMeTUNaHUInH (Twun - 214,5°C).
Temnepatypa pasgeneHus - 90 °C, napuMansHoe
JaBneHve napoB BofAbl B a3oTe - 400 MM pT.
CT., TemnepaTypa wucnaputens - 300 °C,
OeTeKkropa - 250°C. OCHOBHbIE
MOSHTUDULMPOBAHHLIE KOMNOHEHTHI: 1-GeHson;
2 - H-TpUAekaH; 3 - HadTanuH; 4 - NUPUOKH; 5

- MeTaHomn; 6 - oKkTaHon-1; 7 -
2,6-0MMETUNZHUNWUH, 8 - aHWNWH; 9 - XWUHOMKWH.
Mpumep 6.
AHanunay noagepranacs CMEechb

BLICOKOKWMALLMX coeouHeHWA. TemnepaTypa
KOMOHKW cocTaenana 125 °C, TeMnepartypa
ncnaputens - 300°C. TemnepaTypa [eTekTopa -
350°C. MoppwikHas hasa - 100%-Hblid BOAAHOM
nap.
Ha cwr. 6 npefcraeneHa xpomarorpamma
aHanusMpyeMol cMmecH BellecTB, MonydYeHHas
MPW YKa3aHHLIX YCNOBUSX.

WoeHTMdnuMpoBaHHBIE KOMMOHEHTHI CMECHK:
1 - NUpWanH; 2 - HadpranuH; 3 - BuduHun; 4 -
aHWNKH; 5 - N-TOMYUAMH.

Mpumep 7.

AHanuay nopgpepranachb cMechb
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napacguHos CsCqq. Temnepatypa KOMOHKA
40 °C, TemnepaTypa Wcnaputena - 150 °C,
Temnepatypa pJdeTektopa (MNKAO) - 200°C.
YNpyrocts NapoB BoAbl B rase-Hocutene (Np) -
55 MM pT. CT.

Ha XpomarorpaMmme {He nokasaHa)
napauHel BEIXOOMIW Y3KMMW CUMMETPUYHBIMA
niKamu, B TO Bpems Kak NpW aHanuae wx ¢
WCMOMb30BAHWEM  W3BECTHOA  HENOOBWXKHOM
thaskl, NPUHATOM 3a NPOTOTUN, MUK NnapaduHoOB
WMENU acUMMETPUYHYIO HOpMY.

B Tabnuue npvBedeHbl NOMyYeHHblE ©
NEUMeHeHWeM npeanaraeMol  HEenoOBWKHONA
hasbl JaHHble Mo yAepKuMBaHWW  (daktop
yaepiueaHua - K) coeguHeHWA pasnuuyHoi
XUMUYECKOR nNpupoasl NpU  ABYX  pPasfUYHbIX
TeMnepartypax XpoMaTorpacuueckoid KONoHKK
{80 1 90°C) 1 pasHbIX NapUMansHBIX JABNEeHUAX
napoBs Bodbl B rase-Hocutene (300 MM pT. CT. K
350 MM pT. CT.).

Kak BuMgHO ©3 npeactaBneHHon Ttabnuupl,
npednaraemas HXK® noseeondert pasgenatb ¢
BLICOKOW CTeneHblo CenekTWBHOCTM  camble
pasHble KNacchl XUMWUYECKUX COeAWMHeHWiA. Mpu
3TOM TemMnepaTtypa KONOHKW OKasbiBaeT OuYeHb
CUMbHOE  BMWMAHWE  HA  yAEpXWBaHWe
KOMMNOHEHTOB.

®opmyna usobperteHus:

1. HenogewxHaa d<paza [na rasoroM
Xpomartorpadunn, oTnuYarLancy Tem, YTo B
CBOEM COCTaBe COOEPXWAT BOAHLIA pacTBop
N-meTunmopdonuH-N-okcraa.

2. Cnoco€ xpomaTorpadyeckoro aHanmsaa
cmecei BellecTs c npuMeHeHuem
rasa-HocUTensa, coAepXallero napbl BOAbI,
oTnuyaloWmnics Tem, YTO B KadyecTee
HEeNOABMNKHOW  haabl  WUCMOMB3YIDT  BOAHLIA
pacTeop N-meTunmMopdonuH-N-okenaa.

3. Cnocob no n.2, oTNUYaloWKHACH TEM, YTO
napuwancHoe JdaBfeHne napce  BoAbl B
rase-HocuTene coctasnaeT 40 - 760 MM pT.CT.

4. Cnocob no n.3, oTnUYaLWKWACA TeMm, YTO
aHanua NpPoBOAAT npw TeMnepartype
XpomaTtorpadnyeckoi KONoHKA B MHTEpBane ot
40 po 150°C.

271565332 C1

RU



cec¢es9tLd Nd

1 O

Ta6anua

QaxTop ynepaMBaHusg (K) coeguHeHWA DAsHOW
XMMHYECKOR TIPKPOAN Ha KOJNOHKE C BOJAHO-OPTaHHUUECKOR
HETMONBMEHOR EMAKOM pazof (MMD + HJD).

CopGarT Trun K
°c BOC, 300um H,0 90°C, 300mn H,0
H - [apagpuux
flonexan 214,5 2,0 0.8
TpraeKaH 234,0 3,5 4,0
TeTpagekax 252, 5 i1,2 7,8
leHTanekax 270,5 23,2 12,6 ‘
lexcanexan 278,5 48,0 39,3
[entagekan 303,0 50,0
Cnuptu
Kertauon 64,7 13,9 8,4
JtaHoN 78,4 9.6 5,2
H-[lponaxon 97.8 8,0 4,7
H-byraHoa 117,0 8,0 4,6
H-lleRTaHoA 137.8 §,0 4,6
H-TeKcaHoA {527,2 8,0 3,2
H-[enTaHon 175,0 11,? 5,8
H-0xTanon 194,5 19,3 6,4
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#so-Mponadon
u3ao-byTanox
BTop-byTaHoa
TpeT-byTaHoa
u3o-fleHTaHon
4-NeTunneHtaton-1
luknorexcaHon
PeunnxapluHon
A-HagTon

Asor-conepraKue CoeRMHEHHS

H-[lponuaaMuH
H-DyTHaaMHuH
H-AMHJIAKHMH
UMKNONEH THAAMHH
fluse THAGNHH

TpHU3 THAAMHH
AHKUAKMH

2, 6-[luMe THAAHUTKH
N, N-{lumetHnarunus
N,N-{uatunanunun
[inpupun

XHHONUH

2, 06-lnkeTnadeHon
n-ToNYKLAKH
HutpoGeraon
N-NeTunGeH3uNANMH
A3 THNEHHMHIOKCHE
AKDPHABMK],

fivMe THAQODNANUE
AXpPUIOHHTDHA

fAlvdeTHnOBEA

AMs THAOBHA
Netnaauerar
dTunanerar
H-llponnaanerar

82,4
107,8
99,5
82,9
131,4
51,2
160,0
204,4
288,0

49,0
77,8
104,0
107,0
7,4
89,4
184,4
214,0
183,0
216,0
115,86
232,0
180,90
200,3
210,9
161,0
128,0
215,0
133,0
78,0

-23,7
34,6
37,1
77,1
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H-byTunanerar 125,0 i1
AMunayerar 148,0 0,6
finoKcaH 80,0 4,0
Kertonu
AueToH 145,6 0.6
MeTHASTHAKE TOH 79,6 1,0
Uugnorescanox £55,0 6,6 4.9
HenpepeavHue yraesogopopn
leren-1 274 .0 33,1
AponaTHyeckue ¥ IPYrue yriaesofopoiH
n-Kcuaon 138,5 0,5
Ha¢tanmn 180,0 8.3 6.9
bugenna 2594,9 18,8 15,6
Unpen 180,0 25,2
TepneHoBHe YrAeBOROPOIH
Kampopa 212,0 6,1 3,6
Kangex 160,0 0.5
ol~lluHeH 154,0 6,1
Merron 212,0 16,5
¥eHTOH 205,0 3.6
n-Uunoa 127.0 i,0
BopHeoa 212,0 23,0
bopuunauerar 3,9
TufoH 203.0 6,7 (75°C)
dsrexeon 253,5 7,2
[epaHHos 229,0 25,0
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