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MOHOXPOMATOT PAOMYECKOE OINPEJEJEHUE AHUOHOB F,
CI, NO,, Br, NO,, HPO,*, SO, B BOJHbIX PACTBOPAX HA

YPOBHE 10°-10"%%

E.H. Kanunyc, U.A. PeBeabsckuii, B.O. Yaoros, 10.A. JleqnkoB

HN3yyeHa BO3MOKHOCTH OHOBPEMEHHOIO ONpeIe/IeHUs CJAeJOBBbIX coAepKaHuu ¢pTopu-
aa, XJJopuaa, HUTPUTA, OpoMuaa, HUTPaTa, pocdara u cyjibdara MeTOA0M HOHHOI XPO-
MaTorpagum ¢ MCHOJb30BAHNEM NMpeIBAPUTEILHOI0 KOHIEHTPHPOBAHUS M YIaJeHUS
BO/AbI U3 KOHIEHTPAMOHHOW KoJOHKH. [Toka3zaHo, 4TO ngn oﬁbeéwe npoos1 10 M mpe-
AeJibl 00HAPYAKEeHHS AJIsl 3ITUX AHMOHOB cocTaBuau oT 10 10 10 "% B 3aBHCHMOCTH OT

AaHHOHA.

OmnpeneiieHue CISIOBBIX COJCPXKAHWI aHHOHOB B BO-
Jax BBICOKOW YHCTOTHI — OJHA M3 aKTyaJdbHBIX 3ajJad
AHAJIMTUYECKOTO KOHTpoJis. B Hacrosinee Bpems Haubo-
jiee 9YyBCTBHUTEIBHBIM, BEICOKOCEJIEKTUBHBIM H JKCII-
PECCHBIM METOAOM OIIPEACJICHHUA aHUOHOB B BOAC SBJIA-
ercs Meton moHHON xpomarorpaduu (UX). Ilpu mps-
MOM aHaJIn3€ BOJ 3TOT MCTOJ IMO3BOJACT NPOBOJAUTH
OIpEeeICHUE aHHOHOB Ha YPOBHE 10°-10"% B 3aBu-
CUMOCTH OT aHHMOHa, o0beMa MpoObl U mpudopa [1, 2].
Hawnbomee HU3KHX TpeneoB 0OHAPYKEHUS MOXKHO JOC-
TUYb MPHU UCIIOJIB30BAHUHU ABYXKOJIOHOYHOI'O BapHaHTa
X ¢ momaneHueM (oHa DIIFOSHTA.

B paborax [3, 4] ucnonbs3zoBaiun UX ¢ nomaBiieHueM
(hoHa amoeHTa I ONPENeICHHsT XJIOpHaa, HUTpara, ¢Goc-
(ara u cynbdara. [Ipu npsmom ananuse npoObl 00bEMOM
100 MKJ1 B 3aBHCHMOCTH OT aHWOHA TIPeJeNTbl OOHapyKe-
Hust cocraBun (3-6)x107 [3] u (1-10)x107% [4].

OnHako mpsiMoil aHanu3 BoJ metojgoMm UX He mo-
XKeT o0ecrneunTh HEOOXOAMMYIO YYBCTBUTEIBHOCTH B
cimydae 0co00 YHCTOWH BOABI, TOITOMY HEOOXOAUMO
NpeJBapUTEIbHOE KOHIICHTPUPOBAHUE Ha KOJOHKE,
MPUCOEANHEHHON K KpaHy-03aTopy xpomarorpada
BMECTO IICTIHU.

B pabote [5] ncmonp3oBany KOHIEHTPHUPYIOIMYIO U
PasaCIIMTCIIbHYIO KOJIOHKH, 3alIOJIHCHHLIC I/IOHOO6MGH-
Hukom XUKC. B kagecTBe amroeHTa OBUT MCHIOIB30BaH
pactsop 2,2 MM Na,CO, - 2,7 MM NaHCO,. Ilpe-
nensl oOHapyXeHUs QTopupa, XJIOopuUaa, HUTpaTa,
cynbdara u pocdara cocraBusim 0,5-1,5 Mkr/a npu
obbemMe mpoOsl 10 MJT ¥ TPOMEKYTOUHON MPOMBIBKE
KOHIICHTPUPYIOMICH KOJIOHKH 3JIOEHTOM MEPe] BBOIAOM
oOpasna B aHAIUTHYECKYIO KOJOHKY. Takas mpoMexy-
TOYHAasA MPOMBIBKaA Oblna HCO6XO[[I/IM3 AJid YMCHbBIIIC-

HHA BJIHWAHHSA BOAHOI'O IIMKA Ha IIHMKHU cna6oy,uep>KHBa-
eMBIX aHuoHOB ((pTopmma, xmopuaa). 3agaHHBIH 00beM
npoObl HAHOCUIIM HAa KOHIIEHTPUPYIOUIYIO KOJOHKY U
TIpOKaYMBAIN Yepe3 Hee HeOONBIIOW 00beM IIIIOCHTa B
HalpaBlIeHWH HaHECEHHS NPOObl. 3aTeM MEepeHOCUIH
aHaIM3UpyeMble HOHBI C KOHIEHTPHUPYIOMEH KOIOHKHI
Ha aHAJIUTHUYCCKYIO. OI[HaKO Ha NPUBCACHHBIX XpOMa-
TOTpaMMax MOKa3aHO, YTO MUKW (TOpHIAa W BOIBI CO-
BIAJAIOT, T.€. MOJHOCTHIO OTACHUTH (TOPHUI OT BOMIBI
HE yIaJoCh.

B pabore [6] ucmonp3oBanu mpeakoioHky “Excelpac
ICS-ANC” misi KOHIICHTPHUPOBAHUS aHUOHOB M3 TPOOBI
Bo/ibl 00beMoM 20 mul. Bblla Takke UCIOIb30BaHA pa3-
JenuTenpHas KonoHka “Excelpac 1CS-A44”. [lnsa nonas-
neHus (oHa SIIOEHTa UCHoNb30Bamu cucremy “HPS-
SA1”. Bce KOMOHKH M CHCTEMA TTONABICHUS OBUIM H3TO-
ToBIIeHBI (upmoii “Yokogawa Analytical Systems”. B
KadecTBE JIIOCHTa OBLI MCIOJb30BaH pacTtBop 4,0 MM
Na,CO,—4,0 MM NaHCO,. Ilpenensl oOHapyxeHHs IS
XJIOpHUAa, HUTpara U cynbdara HaXOAWINCh HA YPOBHE
1 ar/n. OnHako aHanIM3 MPUBEICHHBIX B CTaThe XpOMa-
TOTPaMM CMECH aHMOHOB Ha ypoBHe 8—70 HI/J MOKa3bI-
BAac€T, UYTO U HA 3TOM YPOBHC MNPUBCIACHHBLIC JAaHHBIC HEC
COOTBETCTBYIOT 3asiBIEHHBIM (Ha JBYyX XpoMaTorpammax,
MOJYUYCHHBIX B OJHUX M TC€X K€ YCJIIOBUAX, MUKW HMCIOT
Pa3HyIO BBICOTY, XOTsI COAEp)KaHWE HMOHOB B O00OOWX CITy-
Yyasx OJIMHAKOBO).

Kpome TOTO, B ymOMSIHYTHIX BHIIIE paboTax OTCYT-
CTBYIOT PE3YyJIbTAaThl XOJIOCTOI'O OIIbITa IIPHU BBOAC 60.]1}3-
mux 00beMOB TPo0. B HUX Takke HE paccMaTPUBAIOCH
ompenenenue anumonos F~, ClI, NO, , Br, NO,,
HPO42_, SO42_ Ha CIIEJOBOM YPOBHE NPU HX COBMECT-
HOM IIPUCYTCTBUU B CMECH.
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Puc. 1. CxeMa cucTeMbl MOJaBlcHHUS droeHTa «Metrohm

Suppressor Module MSM» (Metrohm, lseiinapus)1, 2, 3 — noxna-

BUTEJILHBIC KOJIOHKH; A — ipo0a ¢ amroerTom; b — cimB; B — H,SO,;
I' — cmus; J1 - H,O; E — cnus

B cBs3u ¢ 3THIM 1€ HacTOSAMEH pabdOTHI COCTOS-
Jla B HU3YyYCHHH BO3MOXKXHOCTHU OAHOBPEMCHHOI'O OII-
peleneHus yabTpacleoBhIX COAEePKaHWW YKa3aHHBIX
AHUOHOB B BOAHBLIX pacCcTBOpax C HCIOJbB30BaHUCM
MpenBapUTENbHOTO KOHIEHTPUPOBAHHUSA W MOHHOMU
xpomarorpaduu.

JKCNepUMEHTAJNbHAS YacTh

Paboty mpoBomui TIpU UCTIONB30BAHUK MOHHOTO XPO-
matorpada momenu “761 Compact IC” ¢dbupmsr
“Metrohm” ¢ KOHIyKTOMETPHUYECKUM jeTekTopoM. Mc-
MOJIB30BAJIN JIBYXKOJIOHOYHBII BapHaHT MOHHOM Xpoma-
torpadun. Cucrema momasienus “Metrohm Suppressor
Module MSM” cocrosina U3 Tpex MOJABUTENbHBIX dJIe-
MEHTOB, PETCHUPUPYEMBIX CEPHOM KUCIOTOM U IPOMbBIBA-
eMbIX Bofol (puc. 1). Bo Bpemsi paboTel npubopa uepes
OJTHY TIOaBUTENBHYIO KOJOHKY HJET IMOTOK JJIIOEHTA C
npoOoH, yepe3 BTOPYIO — MOTOK CEPHOM KHUCIOTHI, a Tpe-
Thsl IpoMbIBaeTcsl Bonoil. Ilepen mpoBeneHueM cienyro-
HIETO aHaJIn3a KOJOHKH MEPeKiIovaroTcs. B kaduecTBe
pa3neanuTeNbHOW MCIONIb30Bal KOJIOHKY “Star-lon-
A300” (100x4,60 mm) dupmer “Phenomenex”, a B ka-
4ecTBE KOHIIEHTPAIIMOHHON — MpeAKoNoHKy “Metrosep
A PCC 1 HC” (12,5%4,0 mm) ¢dupmer “Metrohm”.

B pabote Obpllla mcHOJNIb30BaHa METJISA O0BEMOM
20 mki. [IpoOy BOgHOTO pacTBOpa 3aTSATHBAIU B IMETIIIO
WM B MPEAKOJIOHKY C TIOMOIIBIO IITIPUIIEBOTO HAacoca.

Bein wcnmonk3oBan mmpul o0beMOM 5 MI QuUpMBI
“Becton Dickinson”.

JlJis1 IpUroTOBJIEHUSI CTAaHAAPTHBIX PACTBOPOB B JHa-
MMa30He KOHIICHTPAIIHA 5x10™°-5x10"° r/m1 menonb30Ba-
JU COJIM COOTBETCTBYIOIIMX aHUOHOB (BCE HCIOJIB30-
BaHHBIC COJM MMEIH KBanudukanuioo “d.m.a.”). s
MPUTOTOBJICHUSI PACTBOPA DJIIOEHTA HMCIOJIB30BAIN COJH
Na,CO, (xpamudukanun “u.x.a.”) 1 NaHCO, (xBanu-
¢ukanuy “x.4.”’) B pa3iiM4YHBIX COOTHOIICHUAX. Perene-
pupytomuii pactBop (20 MM cepHast KuclioTa) IS TIO-
JABUTENBHONH CHCTEMBI TOTOBUJIM W3 KOHLEHTPHUPOBAH-
HOW cepHOW KHCIOTH (KBadudukaruu “oc.d.”). s
MPUTOTOBJIICHHUSI BCEX PACTBOPOB HCIOJIB30BAIH JIEHOHU-
30BaHHYIO BONY, MMOJy4YeHHYI0 Ha ycraHoBke “Milli-Q”
¢ conpotuBneHueM 18,2 MOwM. Jlns xpaHeHUs: ACHOHHU-
30BaHHOHM BOIBI M CTaHAAPTHBIX PAaCTBOPOB HCIIONH30BA-
JM KBapIEBYIO MOCYHY.

Pe3yabTarhl U X 00Cy:KIeHHE

Jns onpeneneHus MpenenoB AETEKTUPOBAHMS aHUO-
HOB TI0 Macce MpoOy pacTBOpa BBOAWIM B Xpomarorpad
C TIOMOUIBIO KpaHa-1103aTopa, 00beM IMEeTIN KOTOPOro
cocraBisul 20 M. bblia u3ydeHa 3aBUCHMOCTH Ipefe-
Jla JETEeKTUPOBAHHUS MO Macce OT COCTaBa IIOEHTa U
OT CKOpPOCTH ITOTOKa IMOABIKHOU (pa3pl. OnTHMaIbHEI-
MU 6I)I.]'II/I PE3YIbTAaThl, MOJTYYCHHBIC MPU HCIIOJIB30BaAHUN
smoenTa cocrtasa 3,6 MM NaHCO,/3,75 MM Na,CO,
U TIpH CKOPOCTH MOToKa 3roeHTta 0,5 mu/muH. Bo Bcem
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Puc. 2. Xpomarorpamma, monydyeHHas MpH NPSIMOM BBOIE pa-

cTtBopa aHMOHOB (dmoeHT 3,6 MM NaHCO,/3,75 MM Na,CO,,

ckopocTh notoka 0,5 mii/mMmuH, 00beM mpobsl 20 Mxim). / — ¢To-

pun (1,0 ur), 2 —xnopux (1,2 wr), 3 —Hurpur (1,46 Hr), 4 — Opo-

mun (1,34 ur), 5 — wurpar (1,48 ur), 6 — docoar (1,38 =r),
7 — cynbdar (2,20 Hr)



248

BECTH. MOCK. YH-TA. CEP. 2. XUMUAI. 2004. T. 45. Ne 4

0,8 1

0,6 -

0,4 -

0,2 -

t, MUH

Puc. 3. Xpomarorpamma, nonyuenHas mpu seozae 10 mi obpasma
AQHMOHOB IIPU HMCIOJIb30BaHMH KOHIIEHTPHPOBaHUs Oe3 mpersa-
PUTEIBHOIO yJaJIeHUs BOABI U3 IPEAKOJIOHKH (31r0eHT 3,6 MM
NaHCO,/3,75 MM Na,CO,, ckopocts noroka 0,5 min/mun): I —
¢dhropun (2,7X10710F/MH), 2 — xnopun (0,6><1079 r/mi), 3 — HAT-
put (1,0X1079F/MH), 4 — O6pomung (0,8x1079F/MH), 5 — HUTpaT
(0,9%10 °r/mn), 6 — pocdar (1,2x10 °r/mn), 7 — cynpdar
(0,9%10 °r/m)

0.8

t. MUH

Puc. 4. Xpomarorpamma, noydennas npu Beoze 10 mi oopasna
AQHHOHOB C UCIIOJIB30BAHUEM IIPEJIBAPUTEIBLHOTO YIaJICHHS BOIbI
u3 npeaxosionku (amoent 3,6 MM NaHCO,/3,75 MM Na,CO,,
ckopocTh noroka 0,5 mu/mun). KoHLleHTpanun Bcex aHHOHOB
TakKue ke, KaK Ha puc. 3
JIMaIa30He KOHLEHTPaUuil 3aBUCHUMOCTb BBICOTHI IHKa
OT KOHIIGHTpAIlMH COOTBETCTBYIONIET0 aHWOHA ObLiIa JIH-
HeitHO#. [Ipenensl neTekTupoBaHus 1o Mmacce (r') B
-11 —
OTNITUMAJIBHBIX YCIOBUAX cocTasusinu 7,0x107" (F7);
-10 - -10 - -10 -
1,2x107 (CI"); 3,5x107" (NO,); 4,9x107 (Br);
-10 - -9 2— -10
4,0x107° (NO;); 1,6x107° (HPO,”); 2,3x10

O1eHKA NPABUJIBHOCTH OMpe/IeJieHHs] AHNOHOB B BOTHOM
pacTBope MeTOI0M “BBeieHO-Haiineno” (N =3, P =0,95)

AHUOH Baexneno, X107 r/mn Haitneno, x107 r/mn
F 0,50 0,48+0,07
CI 0,60 0,61+0,08
NO,” 0,71 0,68+0,09
Br 0,67 0,65+0,09
NO;~ 0,74 0,74+0,10
HPO.> 0,68 0,70+0,11
SO~ 1,10 1,00+0,19

(8042_). CraHgapTHOE OTKJIOHEHHE HE IPEBHIMIAIO
20% (n = 3; P = 0,95). XpomarorpamMma, mojydeHHas
MpU BBOJIE MPOOBI, colepxkamieil KOJTUIecTBa aHMOHOB
Ha ypOBHE HI, NMPUBEJCHA HAa pUC. 2.

Jns n3ydeHUs BO3MOXXHOCTH CHIDKEHHUS TPENIENIOB
00Hapy»KEHUsSI aHHMOHOB M BBOJIa OOJBIIUX MO 00BEMY
Mpo0 BOAHBIX PAacTBOPOB ObLTa MCCIIEIOBaHA BO3MOXK-
HOCTh TIPEJBAPUTEIIBHOIO KOHIICHTPUPOBAHUS aHUOHOB
C WCTOJIb30BaHUEM KOPOTKOW KOJNOHKH (12,5%4,0 MM),
3all0JJHEHHOM aHMOHOOOMEHHHMKOM, M MOACOEIUHEHHON
K KpaHy-I103aTOpy BMECTO METIIH.

AwnHanu3 npoObl IEMOHU30BAaHHOW BOABI 00BEMOM
10 M7, XpaHsieicss B MOJUITUICHOBONW Tape, Mmokasal,
YTO COJCpXKaHHE B HEH XJOPUA-MOHA COCTABJISACT
~5x10™° r/mm, a cynbdar-noHa — 2x10™° r/muL.

B mpoOe nenoHU30BaHHOW BOJBI, XpaHsUIeics B
KBapIeBOW Tape, coAaep)kaHue XJIOPUI-MOHA COCTaBIIS-
10 oxono 0,5%10°° r/m. Ha YpOBHE mpejena ooHapy-
JKEHUS MUKW OCTaJIbHBIX aHMOHOB HE OBLIH 3aperucT-
pUpOBaHbl. XpoMaTorpamMma, MOJydYeHHAs MPH aHAIN3e
10 M3 cTaHAApTHOTO pacTBOpa aHHMOHOB, NpPHUBEJACHA
Ha puc. 3. Kak BUAHO M3 IpeACcTaBIEHHOW XpOMAaTor-
paMMBI, UK BOJABI MEIMIAET OMpeAeieHnuo GTopuaa u
xynopuna. [las Toro 4toObl M30€KaTh STOTO BIUSHUSA,
nepea aHaIW30M dYepe3 MPEIKOIOHKY IMPOIyCKalu
3JIOCHT B HAIpaBJICHUM HaHECEHUS mpoObl. OnTu-
MaJIbHBIA 00BEM DJJIOCHTA B HAIlEeM CIy4ae COCTABILI



BECTH. MOCK. YH-TA. CEP. 2. XUMUSI. 2004. T. 45. Ne 4

249

500 mxa. XpomaTorpamma, MOJIy4YeHHas MOcie yaale-
HHSI BOZBI, TIpEACTaBIeHa Ha pUC. 4.

Takum oOpa3oMm, B pe3yiabTare MPOBEIACHHBIX HCCIe-
JIOBAaHWW M3y4Ye€Ha BO3MOXXHOCTH OJHOBPEMEHHOTO OIl-
peaeneHus CIeNOBBIX coAepKaHUil (ropuaa, XjIopuaa,
HUTpHUTA, OpoMuma, HUTpaTa, ¢ocdara u cynbdara c
HCIIOJIb30BAHUEM MPEABAPUTCIBHOIO KOHUCHTPUPOBA-
Hus. PacdeTHble mpenensl oOHApPYXKEHUS COCTaBUIU
(%) 0,8x107° (¢propun); 1,4x10™° (xnopun); 0,4x107
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AQUEOUS SOLUTIONS AT 10°-10"% LEVEL BY ION

CHROMATOGRAPHY

E.N. Kapinus, L.A. Revelsky, V.O. Ulogov, Yu.A. Lelikov

(Division of Analytical Chemistry)

The possibility of simultaneous determination of ¥, CI', NO,, Br, NO,, HPO,”, SO,
ions on trace level by IC using preliminary concentration and water removal from
concentrating column was mvestlgated Detection limits were 10°-10"% for sample

volume 10 ml depending on the anion.



