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YIK 541.544

HNOJIMATUWIEHUMHH KAK KOMIIOHEHT CBOBOJHOM
HENOABUKHOMN ®A3bI B KAIINJUISIPHOM KNJIKOCTHOMN
XPOMATOI'PA®UHN C T'PAJJUEHTOM pH

A.B. UBanos, C.C. Kyosimes, II.H. Hectepenxo, A.b. Tececman

(kagpedpa ananumuueckon Xumuu)

IIpeasnoxkeHo ucnoJiL30BaTh BOAHbIE pacTBOPHI NoaumdTHieHumMuHa (1:3 — 1:2) kak cBodoa-
HYI0 HeMOABHKHYIO (pa3y A MHAYINUPOBAHUSA HUCXOASIIHUX rpaaueHToB pH BHYTpH Ka-
NUIISPoB. B KauecTBe KOMIIOHEHTOB JTI0EHTA NMPUMEHSJIM YKCYCHYIO H 6-aMHHOTeKCaHO-
BYIO KHCJIOTHI, a Takske Tpuc. I'paguents pH, mojiydeHHble NPH CKOPOCTH PACX0/1a IJII0€H-
Ta 0,4-0,6 MJI/MHH, XapaKTepU3YIOTCsl JHHEITHOCTHLIO B HHTepBaJe doJiee 5 en. pH.

OmionpoBaHue ¢ rpaaveHToM pH naBHO mpuBiekaer
BHMMAaHHUE HCCIIE0BATENEH, TOCKOIbKY HO3BOJISET YBEJIH-
YUTh HAarpy304HY €MKOCTb XPOMAaTOrpauuecKux KOJIo-
HOK, paboTaTh C BEIIECTBaMH, pasleiieHne KOTOPBIX He-
BO3MOXKHO IIPU M30KPaTHYECKOM 3JIIOMPOBAaHMHU, U30e-
JKaTh pasMbIBaHHUs XpomaTtorpadudeckux 30H [1-3]. B
3aBUCUMOCTH OT 33J]a4ll MOYKHO TOJy4aThb CTyIEHYaThble
WIM JUHEHHbIe (HENpEepbIBHBIE) IPaJAMCHTB B Pa3HBIX
muanazonax pH. Omnako ¢gopmupoBanme rpamgneHToB pH
JI0 KOJIOHKH 3a CYET CMELIMBaHUsI JBYX WJIM Ooiee Moa-
BIDKHBIX (a3 TpeOyeT MCIIOIb30BaHUS I'PaJUEHTHOIO Ha-
€OCa MJIM CMECHUTENSI C 3JIEKTPOHHBIM YNpPaBICHUEM IS
3amanus rpagauenta pH tpeOyemoit ¢opmbr [2—4]. Umen-
HO TOATOMY BC€ OOJBLIMM MHTEPEC BBI3BIBAIOT BHYTPU-
KOJIOHOYHBbIE TpagueHTsl pH, co3maBaeMble 3a cueT mpo-
TOJIUTUYECKUX U MOHOOOMEHHBIX B3aMMOIEHCTBUI MeEX-
ny OydepHBIM dITI0eHTOM U (PyHKIIMOHAIFHBIMU TPYTIIa-
MU copOeHTa. Hapsiny ¢ mepeuyncieHHBIMM BBIILIE BHYT-
PHUKOJIOHOYHBIE TpaaueHTsl pH olnajgaroT cienyromuMu
IPEUMYLIECTBAMU: JTOCTUTAETCSI BBICOKOE Pa3pelICHUE
nmuKoB Onmaromapst gokycupytomemy dbhdexry [2, 4], s
ux (opmupoBanus He TpeOyeTcsl IpaJlueHTHBIH HACOC
win cMecutesb. MHorna BO3MOXKHO coueTaTh IpeaBapu-
TEJIbHOE KOHIIEHTPUPOBAHHE AHAIN3UPYEMBIX KOMIIOHECH-
TOB C INOCJIEAYIOIUM pa3JelICHUEM Ha TOHU ke caMOWu
KOJIOHKE [2, 4]. BHyTpuKonOHOUHBIE TpanueHTsl pH mpu-
MEHSIOT B MOHOOOMEHHOHW Xpomartorpaduu OEIKOB U
(hepmeHTOB [3—5], B KOMIUIEKCOOOPA30BaTEIHLHON XpOMa-
Torpaduu MeTaiioB [6, 7], U pa3leleHus JIeKapCTBeH-
HBIX ¢opm [4, 8] n T.n. CymecTByeT Ba OCHOBHBIX
crocoba (OpMHUPOBAHHMSI JIMHEHHBIX BHYTPHUKOJIOHOYHBIX
rpaguenToB pH: TexHuka xpomarodoxycupoBanus [4] u
TeXHUKa WHAyIMpoBanus [8, 9]. B Texnuke xpomarodo-
KyCHPOBaHHUs Yepe3 KOJOHKY IpeBapUTEIbHO MpOITycKa-
10T Oy(epHbIi CTapTOBBIM PacTBOp, ypPaBHOBEILUBAs €€

JI0 oTpefiesieHHoro 3HadeHus pH, a 3aTem mporyckaroT
Oy(hepHBII MMIOEHT MPU PE3KO OTIIMYAIOLIEHCS] KUCIOTHO-
CTH, YTO NPHUBOAMT K JMHEWHOMY M3MeHeHHio pH B cioe
copOenTa. [Ipy MCHONB30BaHUM TEXHUKHM WHIYLIUPOBAHUS
yepe3 KOJIOHKY MOCTOSIHHO ITPOITYCKaroT pa30aBICHHBIN
Oy(]epHbIil AII0CHT, B ONpEACICHHbIE MOMEHTHI BBOAS B
MOTOK 3JIIOEHTa OTPaHUYEHHBIH 00BEM KOHIIEHTPHPOBAH-
HOT'O MHAYLUHUPYIOLIET0 pacTBOpa. DTO MPUBOIUT K pe3-
KOMY HM3MEHEHHUIO KHCJIOTHOCTU 3(ddmroeHTa 10 3Haue-
Hus pH mHIynmpyomero pactsopa, a 3aTeM HJET IUIaB-
HOE M3MEHeHHue 710 3HadeHus: pH amoenta. B psge ciy-
YyaeB YIAeTCsl 3aMETHO CHHU3UTh BpeMs (OpMUPOBAHUS
rpaavenTta (10 2—-3 pa3) 1Mo CpaBHEHHIO C TEXHUKOW Xpo-
MarodokycupoBanus [7, 9]. UHIynupoBaHHBIE TpajHeH-
THI TaKXe JIMHEHHBI B MMpoKoM auanasone pH (1o 4-5
en.)

Crnenyer OTMETHTh HOBYIO O0JIACTh NPUMEHEHUS TEX-
HUKWA WHAYUUPOBAHUS JUHEHHBIX rpagueHtoB pH —
JKUJIKOCTHAsI XpoMaTorpadusi co cBOOOIHOW HEMOJIBUXK-
HOU pazoit OKXCH®) [10, 11]. B mocnennue roasl B
KXCHO® npuMeHsuId TOJBKO AIIOMPOBAHUE CO CTYICH-
YaThIM JOKOJIOHOYHBIM TpaauentoM pH [12, 13], omnako
IOPHU 3TOM Ha XpoMarorpamMmax BO3HHKaJ s JIOKHBIX
IIMKOB, BBI3BAHHBIX CMEHOH MOIBWKHBIX (a3. Vcmonb3o-
BaHWE TEXHUKH MHAYIIMPOBAHUS TO3BOJMIO ObI cOYeTaTh
npeumyiecta KXCH® u pH-rpagueHTHOrO 3:110MpoBa-
Hus. CormacHo paspaboranHomy mogaxomny [10, 14] uHmy-
UPYIOHIMHA PACTBOP, BBI3BIBAIOIINI (OPMUPOBAHUE Tpa-
mueHTa pH B kanwiuisipe, OZHOBPEMEHHO CIIY>KUT M CBO-
001HOI HenmonBIKHOU (a3oil. OueBUIHO, YTO peareHT
JUTST MHOAYIUPOBAHUS JOJXKEH 00IamaTh MOCTAaTOYHOM
BA3KOCTBIO. Tak, AMs MHAYUUPOBAHMS BOCXOISIIMX U
HHUCXOISIIMX IpagueHToB pH moka3aHO NpUMEHEHHUE BS3-
KUX TuApoPoOHbIX KuciIoT [10] ¥ pacTBOPOB aMHHOB B
nouaTUIIeHMKoe [11] cooTBETCTBEHHO.
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B naHHOl cTaThe ONMCAHO NMPUMEHEHUE PacTBOPOB
MOJIMATHIIEHUMIHA B Ka4eCTBE CBOOOIHOW HETIOIBHYKHOM
(hazbl, UHAYIUPYIOMIEH HUCXOMAIIMA TpanxueHT pH.

JKcHepUMeHTANIbHAs YacTh

Peazenmpol. B xauecTBe WHAYIHPYIOMINX HCIIONB30Ba-
JIU BOIHBIE pacTBOPHI monmdTmiieHumuHa ([19U1) npu 1me-
PEMEHHOW KOHIIEHTpPALMH, IPUTOTOBJICHHBIE U3 Mpernapa-
ta (Aldrich, CIIA). Bogabie pacTBOpB YKCYyCHOM,
6-aMUHOT€KCAaHOBOM KHUCJIOT U TpuC, MPUTOTOBJICHHBIE U3
npernaparoB ¢upmbl Merck (Iepmanust), UCIONB30BAIN B
KauecTBe KOMITOHEHTOB dJTtoeHTa. KOHIIeHTpaIuo KOMIIO-
HEHTOB 3JIIO€HTa BapbUpoBaid B Auamnazone 0,5-2,0 MM.
Bce pearentsl umenu kanupukanuo “u.jg.a.”.

Annapamypa. Vicnons3oBanu XpomarorpaduyecKyro
CHCTEMY BBICOKOTO JaBICHHS, COCTOSIIYI0 U3 HAacoca
BBICOKOTO naBieHust “Beckman-114 M~ (CUIA) wuiu
“Milton Roy A 802 (®panmus), naxexropa “Rheo-
dyne-7125" (CIIIA) ¢ oobemom merim 50 Mxim wim 1 mi
JUIS. BBOJIa MHJIYLIMPYIOIIETO PacTBOPa, TEPIOHOBOTO Ka-
MUJIIsApa ¢ BHYTPEHHUM oO0beMoM | M1 (BHYTpEeHHHMH
pamnyc 0,4 mMm, mmHa ~200 cMm), dposoro pH-merpa
HM-20S (TOA Electronics, Slnonusi) ¢ KOMOMHHPOBAH-
HBbIM CTEKJIIHHBIM 3iiekTpogoM GST-5211C u nmpotounoit
STYEHKOM I HempepblBHOTO KoHTpoist pH addmroenTa.
Curnan pH-metpa peructpuposanu yepe3 ALl na xom-
nbtotepe Pentium-I ¢ TaktoBoil yactorod 100 MI'n ¢
nomotnbio DOS-mipunoxenus “Oxoxpom” (MOX PAH,
Poccust) unu camonucua “LKB-2210" (LKB-Bromma,
LIBerus).

Memoouxa. Yepes xanuisip B teueHue 10-15 mun
npormyckanu Oy(hepHBI AMIOCHT ¢ HUKHUM 3HAYCHHEM
nHTepBasia pH, BBogMIM B mHXKeKkTop 50 MKI (B OTIEINb-
HBIX skcnepumenTax 0,2—1,0 mur) BogHOTO pacTBOpa
MOJIM3TWIEHUMHHA C BEPXHUM 3HadeHrneM uHTepBasia pH
W HEeTpepbhIBHO peructpupoBaimu pH adduroenTa.

PesyabTaThl U X o0cyxKaeHne

Mexanuzm popmuposanus Hucxooauiezo zpaouenma
PH 6 kanunnape. Boioop nenoosuscnon ¢pazvr. Henop-
BkHBIC (a3el B MeTone KXCH® nHaszwBarorcs “cBobom-
HI)IMI/I”, MOCKOJIBKY B OTJIMYHUE OT TpaJULIMOHHBIX COP-
OEHTOB OHM HE TIOCTOSHHO HAaXOIATCS BHYTPU KalHJUIIpa
(KOJIOHKM), a TMOCTENEHHO BBIMBIBAIOTCS W3 KaIAJUIAPA.
[Iporniecc BeIMBbIBaHUS (Da3bl UIET C TOPa30 MEHbIICH
CKOPOCTBIO, YeM IMPOXOKJICHHUE DIIOSHTa Yepe3 Karui-
JISIp, ¥ ATOTO BPEMEHHU OOBIYHO JIOCTATOYHO JUIS pasielre-
HUs aHanu3upyeMbix BemiecTB [13]. Takum oGpasom,
P HEOOpaTHMOW COpPOIMH WIIM HEOOpaTHUMOM paclipe-
JIEICHUN aHAJIN3UPYEMbIX BEIIECTB KAMWJIIAP MOXKHO
JIETKO OCBOOOIUTH OT OTPabOTAaHHBIX HETOABMKHBIX (a3

W 3aIlOJIHATh HOBOW IMOpUMel HemoABwkHOU (a3bl. B ka-
YeCTBE CBOOOJTHOW HETMOIBWIKHOW (Pa3bl MCIOIB3YIOT
KHUIKOCTH, HE CMELIMBAIOLIMECS C BOIHBIM JIIIOEHTOM H
o0Oyagaromye MIOTHOCTHIO, OTAMYHON OT IUIOTHOCTH
BOJIbI, U JOCTATOYHO BBICOKOM Bsi3KOCThIO [12]. Moaens
MHIYUHMPOBaHUS Bocxoasimero rpaguenta pH npu uc-
MOJIB30BaHUN BSI3KOH THAPOPOOHON KUCIOTHI (OKTaHOBOM
WIM TENTaHOBOW) B KayecTBE HETOABIKHON (paswl mpen-
noxena B [10, 14]. Paccmorpum stambl hopMupoBaHHs
HUCXOJSIIEro rpagueHta pH BHyTpu kanujuisgpa HpU UC-
M0JIb30BAaHMM aMHMHOB B Kaue€CTBE HETOABMIKHOM (ha3bl.
[Tocne BBoma mopuuu amuna RNH, BHyTpeHHHE CTEHKH
Kamuisipa MOAM(MUIUPYIOTCST HEMOIBIKHOM (a3oii, a He
copOMpoBaBIIasiCsl HAa CTEHKAaX MOPLHUS aMHHA BBIXOIUT
3 Kamwuiapa, U toraa pH addmroenTra pe3ko moBbImIa-
ercst 1o 9-10 (puc. 1). [lockonbKy U3yuyeHHBIE HaMHU
aMUHBI (IPONMIAMUH, 2-OyTHIaMHH, AUU30MPOIUIITHIIA-
MuH, yHAeruiaaMuH [11]) He o0mamarT AOCTAaTOYHON
BA3BKOCTBIO M IVIOXO YACPIKUBANOTCA Ha CTCHKAX KalluJi-
Jspa, TO AJS JYYIIEro yAepKUBAaHUS HCIIOIb30BAIN UX
pacTBOPHI B BA3KOM IOJMITHJICHIVIMKOJIE. TONIIMHA CIIOS
aMHHa MO0 MJIMHE Kalluidpa MOXET 6I)ITI) HEpaBHOMEP-
HOH. DITFOCHT, B COCTaB KOTOPOTO BXOMSAT ciadble opra-
HU4Yeckne KUucinoTel HA (yKcycHas W 6-aMHHOTEKCaHO-
Basi) MOCTENEHHO TUTPYET aMUH, U Ha MoAu(UIMpPOBaH-
HBIX CTEHKaX KalWwsipa o0pa3yloTcsl y4acTKU ¢ aMMO-
HHUEBBIM OCHOBAHHUEM:
RNH, + H + A~ o RNH,A"

Conb ammonueBoro ocHosanus RNH A Takxke yuep-
JKMBAETCS HEKOTOPOE BpEMsI Ha BHYTPEHHHX CTEHKax Ka-
nwuisipa. TurpoBanue amMuHa MPOAOIKAETCS, U U3 Ka-
MIUIAPA BBIXOAAT CMECh KHCJIOT, IIEPBOHAYAIBHO COLEp-
KaIIUXcsl B DIIOCHTE, U CMbIBaeMas CO CTEHOK COJlb
RNH,A. Takum obpasom, pH s¢ddmoenTa miaBno cHu-
&KaeTcs 110 3HaueHus pH amoeHTa Ha BXOHE B KallMULp.
BHyTpeHHHE CTEHKH Kalmuisipa CHOBA CTAHOBSATCS HEMO-
IUGUIUPOBAHHBIMHU, U MOKHO BBOIUTbH B CHUCTEMY HO-
BYIO MOPLHIO MHIyLUpyromero peareara RNH,. IIpo-
q)I/IHI) rpagucHTa 3aBUCUT OT KHUCJIOTHO-OCHOBHBIX
CcBOHCTB (a3 W OT BSI3KOCTH HETOIBIDKHOHN (asbl, a pa-
Ooumit mHTEpBaN rpagueHTa pH ompemensercs cOOTHO-
HICHHEM KHCJIOTHOCTH DJIIOEHTa U OCHOBHOCTH HEMOJ-
BIKHOW (a3pl. J[oOaBlIeHHE MOJUITHICHTIIMKOISA B CO-
CTaB CBOOOIHON HEMOABMKHON (a3bl criocodcTByeT 00-
Jee MIaBHOMY cHIDKeHUIo pH s¢duioenta, Ho BMecTe C
TeM CcOKparmiaeT padouyuii mHTEepBanl rpagueHta pH ot 7
1o 4,5-5,0.

C sTux HO3HHI/II>'I NpeaAcCTaBIsACTCA MEPCIHCKTHBHBIM
HCIIOJb30BaTh MOJIMAMUHBI (HAIpUMEp, MOJIUITUIICH-
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MMHUH) B KaueCTBE KOMIIOHEHTOB CBOOOJHOW HEIIOJBUXK-
Hoi (paswl, mHAyHUpylomeid rpaxueHt pH. C npyroif
CTOPOHBI, TT0 KHCIOTHO-OCHOBHBIM CBOHCTBaM B COYETa-
HUU C BBICOKOW (JJ0 HECKOJIBKUX COTEH Iya3) BA3KOCTBHIO
[15] HECOMHEHHBIM HHTEpPEC MPEACTaBIAIOT UOHHBIE
KHUJIKOCTH.

Ceob0o0nasa nenodsurcnas paza Ha OcHO8e NONU-
amunenumuna. Paznndaior monmdytuneHumMun (I101)
HU3KOH U BBICOKOHN MozekyasapHoil Mmaccel [16]. TIDU
HU3KOM MonekyisipHoit Maccsl (600—10000) mpencrapsi-
€T co0O0H BSI3KYIO JKHIKOCTH (BSI3KOCTH 1-10°-2-10* myas),
IUIOTHOCTh KOTOPOHW CpaBHWMa C TIJIOTHOCTHIO BOJIBI
(1,05 F/CM3); temneparypa crekinoBanus —45°C. [1DU
BBICOKOH MonekyisipHoi Maccsl (30000—-100000) sinsert-
Csl DJITACTOMEPOM C OY€Hb BBICOKOH BSI3KOCTHIO — OT 410"
10 10° nya3 (4000-10000 Ila-c) u Temneparypoil cTek-
moBaaus —(20-30) °C [16]. [loaudTUIEHUMHUH XOPOIIO
CMEIIHUBAETCSl C BOJAOW, aBas UCTUHHBIC PACTBOPHI B
IIMPOKOM HHTEpBajie KOHLEHTpAlMi. 3HaueHHs ngp JUIsL
amuHorpynn B coctaBe [IOU paBHOMEepHO pacmnpenesne-
Hbl B IIUPOKOM HHTepBajie oT 4,2 no 10,5, uro genaer
MepCHeKTUBHBIM ucnosib3oBanue 119U B kauecTBe MHAY-
[UPYIOIIEro peareHTa. Ecinu HemonsmkHbIE ¢a3bl Ha Oc-
HoBe mporiamuHa i OytinamuHa B XKXCH® moxHO
CPaBHUTH C MOHO(YHKIMOHAILHBIMH aHHOHOOOMEHHHUKA-
Mmu, To [IOU B 3TOM Cilydae — aHajIor aHMOHOOOMEHHHU-
koB PBE-94, PBE-118 nmu Tetren-SiO, — nomudynkumo-
HAJIbHBIX TOJIUIJICKTPOJIUTHBIX COp6eHTOB JI1 Xpomaro-
¢doxycupoBanus [2, 4, 7]. JloMOIMHUTETHHBIM TIPEUMYIIIE-
CTBOM SIBJISIETCS XOPOIIIee yIepKUBaHUE TTONUATHIICHUMH-
Ha Ha CTCHKaxX Kalwuisipa, o0ycioBiuBaeMoe ruipodoo-
HBIMH KOHTAaKTaMH MaKpOMOJIEKYT Te(IoHa W TIOIHITH-
neanMyHa. OTHAKO Ype3BBIYAHO BHICOKAs BS3KOCTH, Xa-
paxrepHast naxe gt [IOM Hu3kol MoneKynsipHON Macchl,
HE TTO3BOJISIET MCTIONB30BaTh YUCTHIA TONHMEp KaK CBO-
00/HYI0 HETIONBIXKHYIO (hazy. Pemenuem mpoOiemsl sB-
JIieTcsl MpUMEeHeHne BOAHBIX pacTBopoB I1OU, mockomns-
Ky B OTOM CiIydae BS3KOCTh 3aMETHO CHIDKaercs. Tak,
s 33%-ro pactBopa oHa cocTtaBisier 150-250 myas
(15-25 Ila-c). Takue pacTBOpPHI MPUTOJIHBI B KaueCTBE
HerronBwkHON ¢asel st XKXCHO.

BapwupoBanue conepxkanusi [IDM B pactBope mo3Bo-
JsieT T0OUTHCSI TaKOM BS3KOCTH PacTBOPA, MPH KOTOPOii
npounk rpagueHTa OyJaeT JTMHEWHBIM MPH COXpPaHEHUH
mUpoKoro pabouero nHTepBana pH (He menee 5 ex. pH),
a BpeMs BbIxofa He mpeBblcuT 50-60 muH. Xpomatorpa-
(udeckue ycioBusi, BRIOpAaHHBIC ONTHUMAIbHBIMA Ha OC-
HOBE TIpeJbIAyIero uccienoBanus [12] (amoent — 1 MM
yKCycHasl kuciota, no 0,5 MM aMHHOTreKCaHOBOW KHCJIO-
Tl 1 Tpuc npu cxkopoctu 0,4 MI/MHH), COXpaHHIN Ha

MepBoM 3Tane dkcrepumenTa. C yBeITUUYEeHUEM JONH T10-
JTUATUIIEHUMUHA B BOJHOM pacTBope oT 1:5 mo 1:2 (mo
00beMy) TpOHIIb TPaTUCHTa CTAHOBUTCS Ooyiee JTUHEMH-
HBIM, pabounii MHTEpBal TpaJucHTa yBEIUYUBACTCS.
Tax, BpeMs Beixoga rpagueHta pH st pactsopos 110U
1:5, 1:3 u 1:2 cocraBusger 44-45, 70-75 u OGonee
160 mMuH coorBercTBeHHO (puc.l, Tabnuma). HavanbHas
TOYKa I'pajJIMeHTa NPU 3TOM CMellaeTcst B odnacts Ooiee
BbICOKMX 3HaueHuil pH. XoTs B mocnenHeM ciydae mpo-
¢uib TpagreHTa HanOonee TUIABHBIM U NMPAKTHYECKH JIH-
HeWHbI BO BceM pabodem mHTepBane pH (ot 10,2 1o
5,0), cnumkoM AnUTEIbHOE BpeMsi (GOpMHUPOBAHMS HE
M03BOJISIET BHIOpATh TakHWe YCJIOBHUS B KayecTBE OMNTH-
MaJIbHBIX. TakuM 00pa3oMm, TPagueHT, HHIYyUNPOBAaHHBIH
nmpu ucrnoib3oBanuu pacteopa [1OU (1:3), Gmaromaps
MEHBIIEMY BpeMeHH (OpMHUpPOBaHUsI Oojiee MHTEPECEH
JUIsl TIpakTHYecKuX 3afady. OJHAKO JaHHYI CEPHIO DKC-
MEPUMEHTOB HPOBOAWIN MPH HU3KOH CKOPOCTH Pacxozaa
JIIIOEHTA.

Cropocmyp pacxooa ntwoenma B KXCHOD Takxke cy-
LIECTBEHHO BiusieT Ha npoduias rpaauenta pH. s mpo-
BEpPKM BIHUSHUS CKOPOCTH DJIIOEHTA BBIOpAIN PacTBOPHI
19U 1:2 u 1:3, cocTaB 3M10€HTa OCTABUJIU MPEKHUM.
[Ipu ckopoctu 0,8 Ma/MHH BpeMs BBIXOJa TpaJHeHTa
pH 3ameTtHO cokpamaercs (35-37 MuH) B OTIHYHUE OT
ckopoctu 0,4 mu/muH (Tabmuna, puc. 2); pacumpsercs
pabounii untepsan pH, HO Ha mpodune rpagueHra or-
YEeTIMBO MPOABIAIOTCA 2 JMHEHHBIX ydacTKa ¢ Teperu-
O0oM WM Aake HeOOJbIIMM MoBbimeHueM pH (B obmac-
™ 7,2-7,5), mpudeM IepBbIii ydacTOK OoJiee TMOJOTHIA

pH

0 40 80 120 160
t, MUH

Puc. 1. Bnusaue conepxanust [I9U B cocraBe cBoOOIHON He-

noABIKHOW (a3sl Ha mpoduias rpaguenta pH. Dmroent: 1 MM

yKcycHas kuciota, 0,5 MM amMmuHOrekcanosas kucnora, 0,5 MM

Tpuc (0,4 Ma/MuH); HETOABIKHAS (a3a — BOAHBIN pacTBOP
u: 1-1:3,2-1:2
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YcioBust pOpMHPOBAHMS M XapPaKTEPUCTHKU HHAYUHMPOBAHHBIX rpagueHToB pH

CBobonHast CocraB 2/110€HTa Ckopoctb Wutepsan Bpewms
HEmoABIKHAs (aza: pacxona rpaguenta pH | Bbxoma
cooTHomenue [1OU : 3JIIOCHTA, rpajgueHra,
BOJIa; 00BEM MJI/MHH MHH *
1:5; 50 mxa 1 MM yKcycHas KUCTIOTa, 0,4 9,77-4,70 43-45

0,5 MM aMUHOTEKCaHOBAsI KUCIIOTA,

0,5 MM Tpuc
1:4, 50 MK TOT Ke 0,4 9,83-4,70 55-58
1:3; 50 Mk TOT K€ 0,4 9,87-4,68 70-75
1:2; 50 mxn TOT XK€e 0,4 10,20-4,68 6outee 160
Ta xe TOT XKe 0,6 10,30-4,68 92-95
—//- TOT e 0,8 11,20-4,65 40-43
1:3, 50 Mxn 1 MM ykcycHast KUcIoTa, 0,4 9,88-4,60 27-28

1 MM aMHHOTEKCaHOBAs KMCIIOTA,

0,5 MM Tpuc
Ta xe TOT K€ 0,6 9,82-4,60 23-25
1:2,0,2 M TOT K€ 0,6 10,90-4,70 115-120
1:2; 0,8 M TOT Ke 0,6 11,55-4,70 6outee 180
Ta xe 10 MM ykcycHast KHCIIOTa, 0,6 10,08-4,50 42-45

5 MM amMuHOTreKcaHOBast KUCJIOTa,

1 MM Tpuc
1:2; 1,0 M TOT K€ 0,6 11,03-4,55 49-53

* BpeMﬂ CHHIKCHUA pH OT MaKCUMaJIbHOTO 10 3HAYCHU pH JJIFOCHTA.

(puc. 2, xpusas /). Takas gopma rpaaneHTa XOopouio
BOCITPOM3BOAMTCS MPH MHOTOKPATHOM ITOBTOPSHHH JKC-
nepuMeHTa. BeposiTHO, nipu 0oJiee BBICOKOW CKOPOCTH
JJIIOEHTA BBIMBIBAHHE CBOOOJHOW HEMOABUIKHON (hasbl
WM aMMOHHEBOTO OCHOBAaHHS M3 KalMUISIpa MTPOUCXOIAMT
HE COBCEM PAaBHOMEPHO, U Ha 3TOM y4YacCTKE IpajiiueHTa
YaCTUYHO BBIXOJIUT TOPLUS €Ille HEOTTUTPOBAHHOIO aMu-
Ha. boiee BBICOKAsT CKOPOCTH TMOABIKHON (ha3bl MOXKET

MpEensATCTBOBATh PaBHOMEpPHOMY pacmpenaenenuio 119U
M0 CTeHKaM Kamwuisipa. B 1moib3y Takoro mpemonoxe-
HUS TOBOPUT W 3aMETHBIM CABUT HAYaJIbHON TOUKH TIpa-
JUeHTa B 1esouHyto obmnacte (o pH 11,2-11,3).

[Ipu ckopoctr pacxoma amoenta 0,6 u 0,4 Mi/MuH
HauaJbHbIC TOYKU TPATUCHTA JIeKAT MPAKTHUYECKU B OJI-
Hoit obmactu pH (10,2-10,3). Bpems BbIxOma rpaaneHra
cokpamaercs 10 90-95 muH (Tabnuma), cHmwkenne pH
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pH

0 40 80 120

t, MUH

Puc. 2. Bnusaue cKOpoCTH 3II0€HTa HAa NpoduiIb rpaan-

enta pH npu ncnons3oBanuu 1:2 pactsopa [I1OU B kaue-

CTBE HEmOABIKHOU (ha3pl. CKOPOCTh pacxoma 3JIIOCHTA:

1 - 0,8 mui/™muH, 2 — 0,6 mut/muH, 3 — 0,4 Mur/mMuH (yCIoBUs
IIPUBEJICHBI B TIOIHCH K pHC. 1)

pH
wr

0 10 20 30
t, MUH

Puc. 3. I'paguents! pH, momy4eHHbIE IPU UCIIOTIB30BAHUT
1:3 pactBopa IIDU. Dmroent: 1 MM ykcycHast KUCIIOTa,
1 MM amunorekcanoBas kuciora, 0,5 MM Tpuc; cko-
pocth pacxoja anmoenTa: I — 0,6 mur/muH, 2 — 0,4 Mi1/MUH

UJeT JOCTaTO4YHO IUIaBHO. [[ns cpaBHEHHS NpHUBeNeH
rpanueHT pH, monydeHHBI paHee IPU CKOPOCTH
0,4 mu/mMuH (kpuBas 2 Ha puc.l m KpuBas 3 Ha puc. 2).
Takum 00pa3om, CKOpOCTh pacxona 3iroeHta 0,6 Mi/MUH
MOYKHO CUMTATh ONTHUMAaJIbHOW MPHU UCHOJIb30BaHUU 1:2
pactBopa IIDW. Ha puc. 3 npencraBiieHbl TpagueHThI,
WHYLUpPOBaHHBIE MPU UCIOJIb30BaHUU 1:3 pacTBOpa
15U B kauectBe HemoxBmxHOU (azel. [ToMmumo ckopoc-
TH BapbHPOBAIM COCTAB DJIIOEHTA — YBEIWYWIH KOHIICH-
Tparuo 6-aMUHOTEKCaHOBOM KucioTel 10 1 MM. Bpems
BBIXOJ]a TPAJUEHTa B 9TOM cllydae He mpeBbimano 30—
35 muH, 00a rpaJiueHTa UMEIT JOCTAaTOYHO TUIaBHYIO,
nuHelHyo (GopMy B mupokoM auanazone pH ot 9,7-

9,8 no 4,7 (trabmuma). Takum 00pa3oM, TpeaIoKeHHBIC
YCIJIOBUSI MOJKHO HCIOJIb30BaTh B MPAKTUYECKHUX LETAX.

Obvem c60000n0I Henodsudcnoil ¢hazvl. 1lpu nuIy-
LUPOBAaHUM BOCXOISALIMX IpagueHToB pH MBI mokaszann
Ha TIpUMEpe OKTaHOBOHM KHUCIIOTHI, YTO BBOAMMBIH 00bEM
HEIMOABKHON (Da3bl CYNIECTBEHHO BIIMSCT Ha JIMHEH-
HOCTb I'pajiueHTa. AHAJOIMYHBIM 00pa3oM BapbHPOBAIN
00beM CBOOOIIHON HETMOABHMKHOW (a3l IJisi pacTBOPOB
[I9U 1:2 u 1:3. MoxHo ObuIO Ccpa3y MPEANOIOKHUT,
YTO BpeMsl BBIXOJA I'paJMEHTa IPHU YBEIHMUYCHUH BBOIM-
Moro ob6beMa MHOTOKpAaTHO Bo3pacteT. s Toro uToObl
Bpemsi He TpeBbimano 50—60 MHUH, YBETUYMIN KOHIICHT-
pammu KucioT B amoeHTe B 5—10 pa3 (tabmuima). Ha oc-
HOBAaHMM TPEIBIIYIIUX 3KCTIEPUMEHTOB BBIOpAIH CKO-
pocth nofBrKHON (asel 0,6 miu/muH. [pajueHTsl, UH-
IynupoBanHble npu BBeaeHuu 0,8—1,0 mn pactBopa 19U
(1:2), nuneitabl B auanazone Oonee 5 en. pH, a ux mpo-
JIOJKUTENBHOCTh B TaKUX YCIOBHUSAX He mpesbliiaeT 40
MuH (puc.4). Oba rpagueHTa MpeACTaBISIOT TpaKTHIeC-
KWl MHTEpEC, HO, HA HAll B3IVIAJl, TPAJUCHT, NOIYy4YEHHBIN
npu BBeaeHun 1 M pactBopa [IOU (puc.4, kpusas 2),
HpennouTUTeNbHEe 13-3a OoJiee MIaBHOTO CHIbKeHus pH.

Takum 00pa3om, BojHbie pacTBophl [I1DU mepcmek-
THUBHBI JIJI1 MHIYUUPOBAHMS JIMHEHHBIX HHCXOISIIHNX
IpaJleHTOB B IIMPOKOM HMHTepBaje pH BHyTpu kammi-
nsipoB. Hambosee MHTEPECHBIMH W3 W3YYCHHBIX MPE-
CTaBIISIIOTCS CIIEIYIONUE CHUCTEMBI:

a) HeronBmxkHast ¢aza — 1:3 pactop 110U (50 mkm),
amoeHT — 1 MM ykcycHas kucnota, 0,5-1 MM amuHo-
rekcanoBas kuciora, 0,5 MM Tpuc npu ckopoctu 0,4—
0,6 mu/MuH;

pH

11 F-

0 10 20 30 40
t, MUH

Puc. 4. UnanyuupoBanue rpaguentoB pH npu BapbupoBa-
HUM 00beMa CBOOOMHOM HemonBmxkHON (as3pl. Hemomprk-
Has ¢aza: 1:2 pactBop IIDU. Dmoent: 10 MM ykcycHast
kucnora, 5 MM amuHOrekcaHoBas kuciora, 1 MM Tpuc
(0,6 ma/mun). O6vem pactBopa [19U, mn: 7 - 0,8, 2 - 1,0
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0) HenonBwxkHas (aza — 1:2 pacteop [IDU (50 mki),
amoeHT — 1 MM ykcycHast kucnora u no 0,5 MM amuHO-
TeKCAHOBOW KUCIOTHI B Tpuc mpu ckopoct 0,6 MII/MHH;

B) HemojABWXHas ¢asza — 1:2 pacteop 19U (0,8-1,0
M), amoeHT — 10 MM ykcycHast kucinora u mo 5 MM
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POLYETHYLENEIMINE AS COMPONENT OF FLOWING
RETENTIVE PHASE IN PH GRADIENT CAPILLAR LIQUID

CHROMATOGRAPHY

A.V. Ivanov, S.S. Kubyshev, P.N.Nesterenko, A.B.Tessman

(Division of Analytical Chemistry)

The application of polyethyleneimine solutions (1:3 —1:2) in water as flowing retentive phase
to induce the decreasing pH gradients within capillars was suggested. The acetic and 6-
amino hexanoic acids and Tris were used as components of eluents. The pH gradients,
formed at flow rate 0,4-0,6 ml/min, are linear and smooth within 5 pH-units interval.



