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BriepBhle IpoaHaIM3HPOBAaHEl 00PA3Ibl OTCYSCTBEHHOM OyTHIMPOBAHHOM BOJBI, IPOBEICHO CPAaBHEHHUE C
o0pasuamu 3apy0exkHOM OyTHIIMPOBAHHON BOJbI. BBISBICHBI HCTOUHHKH MOCTYILICHUS 0-pTanatoB B Boay. C
HCIIOJIL30BAHIEM Pa3pabOTaHHOTO aBTOPAMH XPOMATO-MacC-CIIEKTPOMETPHYECKOT0 ONPE/ICICHUS TUAIKII-0-
(TanaToB ¢ MUKPOIKCTPAKIHEH C YIBTPa3BYKOBBIM ANCHEPIHPOBAHHEM SKCTPAreHTa JOCTHTHYTHI TIPENEIIBI
oGHapykerus matH o-dramatoB 10 — 10° Mr/1, 4To He yCTyNaeT MydIIMM MEPOBEIM Pe3yIbTATaM.

Knrouesvie cnosa: XpoOMaTo-MacC-ClICKTPOMETPUs, aHAJIU3 BOAbI, JUCIICPTUPOBAHUC SKCTpAarcHTa, NpeaeJibl

0OHapYKEeHHUS.

BBeaenue

Omnpenenenne >PUpoB o-PrajgeBol KUCIOTHI
SBIISIETCS BAYKHOM aHAJIMTHYECKOM 3a/1adeii, Tak KaK
9TH COeNUHEHHS TOKCUYHBL. OOBIYHO 3(UpPHI 0-
(TaneBoil KUCIOTHI MOCTYMAIOT B IHIIEBEIE IIPO-
IOYKTHl B BOIY M3 YIIAaKOBOYHBIX MaTEPHAJOB, a 3a-
TEM B OpraHH3M 4YeJoBeKa. HHU3KOMOJICKYISIpHbIC
o-(ranarel, Takue kak gumetwipranat (IM®P) u
mmtungranar (JOP), cmocoOHB! BEI3BIBATH all-

JIpTUYECKUE  peakluu, actMmy. o-DTaiaTel
OosbIel MOJEKyIsIpHOW Maccel (6uc-(2-aTHi-
rekcwin)dranar (2T P), OyrunbGensundranar

(bb®), auumzononundranar (JuHD), nuuzone-
mmwidranar (du/Id)) npuBOaAT K BO3HHKHOBE-
HUIO PAKOBBIX OMYyXOJeHd, HAPYIICHHIO pPadOThI
SHHOKPHHHOﬁ CUCTEMBI U 3a6OHeBaHI/I$IM IICYCHU,
MoYeK, penpoaykTuBHbeIXx opraHoB [1]. C 1999
roaa B EBpomnelickoM coro3e 3ampenieHo UCIonb-
soanue [I21'®, nudyrundranara (JJbP) u bbd,
a JJuH®, Jud u nuaonundranatr (JHD) 3a-
OpeuICHO NPUMEHATH MPU U3TOTOBJICHUH TOBAPOB
nnst neteit. C 2008 roga orpaHudeHus] BBEICHBI B
CHIA [2]. CornacHo ycTaHOoBiIeHHBIM B Poccum
HOpMaTHBaM, KOHTPOJIUPOBATH COACPIKAHUE ITHX
BelecTB HyX)HO Ha ypoBHe 10™-10"" macc.% [3—
5]. Huns ompeneneHuss TaKUX KOHIEHTpAIMH
HanboJyiee YacTO WCIHOJB3YIOT BBICOKOYYBCTBH-
TEJIbHBI METOJ] XpOMAaTO-MacC-CIIEKTPOMETPHUH B
COUC€TaHUN C NPCABAPUTCIBHBIM KOHICHTPUPO-
BaHueMm. B MOCJICAHEC BpEMs aKTUBHO pa3BUBa-
IOTCSI METOABl JKUIKOCTHOIO MHUKPOIKCTPaKLIH-

OHHOTO KOHIIEHTPHUPOBAHHSA, KOJUIECTBO ITyOIH-
KallMii O TMPUMEHEHUHU >KUIAKOCTHO-KUIKOCTHOMN
MHUKPOIKCTPAKIUN HOCTOSHHO PAacTeT, TaK Kak
9TOT METOJ UMEET PSIII CEPhE3HBIX MPEUMYIIECTB
HaJ TPaJWIMOHHON »XKMIKOCTHOW MaKpOIKCTpaK-
nueid. B HacTosmee BpeMs Hanbomnee 3¢ (heKTHB-
HBIM CITOCOOOM KHIKOCTHO-KUIKOCTHOH MHKPO-
9KCTPaKLIHU SBISAETCA MUKPOIKCTPAKIUSA C YIIb-
TPa3BYKOBEIM IHCIEPTHPOBAHUEM OKCTparcHTa.
Hamu BriepBwie B Poccuun pa3paboTaHo Xxpomaro-
Macc-CHeKTPOMETPHYECKOE OIpe/eIeHne Bax-
HEWIMUX TOKCHUKAHTOB — 3(HUpOB o-(pTayeBoi
KHCJIOTBI — M3 BOJbI C MNPEABAPUTECIbHBIM KOH-
LEHTPUPOBAHUEM MHUKPOIKCTPAKLIUEH C YJbTpa-
3BYKOBBIM JHCICPTUPOBAHMEM DKCTpPAareHTa C
TUIOTHOCTHIO MEHbIIEH, yeM y Bobl. C HCIONB30-
BaHHWEM 3TOr0 METO/Ia OIpEAENEHHs COIEpIKaHUs
o-(rajaToB mpoaHaTU3UPOBAHBI 00PA3Il OYTHIIH-
POBaHHOI OTEYECTBEHHOM M 3apyOexHOI BOJBI.
Tak kak quankwi-o-hTamaTsl IMHAPOKO PacIpocTpa-
HEHBl B OKpYXAloIeH cpene, ocoboe BHUMaHHE
YIEISUTH JI0Ka3aTebCTBY PaBUIBHOCTH Pe3yJbTa-
TOB aHaJH3a.

BKCHepI/IMeHTa.ﬂBHaﬁ 4acTb

Peakmuewi. Vcnonw3oBamu MO  («4.»)
(TOCT 9657-61), 12D («u.») (TY 6-09-3663-74),
OB® («u.») (TOCT 2102-78), ODT®D («u.»)
(TOCT 8728-88), IH® («u. m. a.») (TY 6-09-
2800-75); skcTpareHT — H-oKTaH («x. 4.») (MPTY
6-09-3748-74), OYMIECHHBIN PAJICCBCKOH TUCTHII-
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ssinueit [6]; atanon (TOCT 51652-2000), ountnen-
HBI peKTH(UKAIHMEeH — JUCIEPreHT JJIT MHUKPO-
SKCTPAKIUU C TPETbUM KOMITOHEHTOM [7].
Xpomamo-macc-cnekmpomempuueckuii  ana-
au3. OtnpeneneHue MpuMeced POBOAMIN C TTOMO-
b0 XpoMaTo-Macc-criekTpomerpa Focus DSQ 11 ¢
KBaJIpYIIOJIBHBIM ~ MacC-aHaJM3aTOpPOM, DHEpIus
HOHU3HPYIOIINX 3IEKTPOHOB cocTasisia 70 »B. Jle-
TEKTUPOBAHKE TPOBOIIA B PEKUME CEIICKTHBHOTO
WOHHOTO MOHHWTOPHHTA, IO JIMHHSAM MAacc-CIIeKTpa,
KOTOpPBIE XapaKTePU30BAINCH MAKCHMAJIBHBIM COOT-
HomieHneM curHay/uryM. CKaHHpyeMbIe HOHBL M/Z
163 — mns gumerwndTanata, m/z 149 — mis mau(u-
Oyrwn)dranara, AWHOHWI(Tamara u  Ouc-(2-
stwrekcun)branara. s Xpomarorpaduueckoro
pasmeneHus] TIpUMECEH HCIIONBb30BAIM KBAPIEBYIO
kamutsipHyro  komonky RESTEC 800-356-1688 ¢
XMMHMYECKU TIPUBUTON HEMOJBIXKHON ¢azoit RTX-5
(30 Mx0.25 mmx0.1 mxm). B kagectBe raza-
HocuTensl nmpuMeHsu remuit Mapku 60 (TY 0271-
011-45905715-02). Tazoxpomarorpaduueckoe pas-
JIeJIeHHe OCYIIECTBIBUIH B PEXUME IPOrpaMMHpPOBa-
HUsI TeMIlepaTypbl: HaudalbHyl Temreparypy S50°C
TOAIEePKUBAJIH B TEUCHHE | MUH, Jaee TeMIIepaTypy
KOJIOHKH YBEJIMYHUBAIIA CO CKOpocThio 40°C/MHUH 10
T'=120°C, 3atem co ckopocthio 10°C/mun g0 280°C,
9Ty TeMIlepaTypy MOAIEpKUBaIK B TedeHue 10 MuH.
Temneparypa wucmaputens coctapimstia 170°C, uH-
Tepdeiica  xpoMaTorpad-Macc-CieKTpoMeTpa — —
300°C. INoTok ra3a-HOCUTENS Yepe3 KOJIOHKY COCTaB-
w1 1 mi/muH. [leneHre TIOTOKa B TIEPBYIO MUHYTY
mocje JO3UPOBAaHUS HE IMPOBOAMIOCH, a B Jaib-
He#eM cocraBisuio 1:10. KonnuectBenHnoe ompe-
JeTICHAE TIPIMECEH B AKCTPAKTE MPOBOAWINA METO-
JIOM a0COJFOTHOM I'paJyMpOBKHU II0 TUIOLIAJSM TTH-
KOB. ['pasyMpoBOYHbBIE 3aBUCUMOCTH CTPOWJIN IIPH
moMoIy 00pa3loB CPaBHEHHUS, KOTOPHIE TOTOBHIIN
Ha OCHOBC H-OKTaHa B CTCKIIIHHBIX aMIlyjiaX C
npuUTepThIMU IpoOkamu. [lorpermHocTs B3BEIINBA-
HUSI UCXOITHBIX BEIIECTB M PAaCTBOPOB COCTABILLIA
0.0001 r (Becer Shimadzu aux 220). duanason

KOHIICHTpAIlM pPACTBOPOB CPaBHEHHS COCTABIISUI
110 — 1-10° macc.%.

Muxkposkempakyusa.  TlogpoOHO  TIporIecCh
MHUKPOIKCTPAKIUK C YIBTPa3BYKOBBIM TUCIICPTH-
pOBaHHEM, a TaKXKe C TUCIIEPTHPOBAHIEM TPETHUM
KOMITOHEHTOM OIIMCAHBl HaMH B paHee OMyOIHKO-
BaHHOI padore [8].

KoaddunmeHTsl KOHIIEHTPUPOBAHUS TIPUMECEH
paccuuThBaNU 10 GopmyIe

K= & , 1)
6
rae Co — KOHIIGHTpAIHS PUMECH B OpPraHUYeCKOM
sKcTpakTe, a C, — KOHIIGHTpalus MPUMECH B HC-
XOZHOM BOTHOM pacTBope. AHaIHM3 HKCTPaKTa
MPOBOJVIIM MPU COOTHOIIEHHH OOBEMOB BOMBI U
skctparenTa 1:1.

OntuMmansHBIe YCIOBHS MHKPOIKCTPAKLIHU C
yABTPa3ByKOM: BpeMs OOJIydeHHUs yIbTPa3ByKOM —
4 MHH, CKOpOCTh UeHTpudpyrupoBanus — 6000
00/MuH, BpeMs IIeHTpudyrupoBanus — 3 MuH, 0e3
no6asku comnu. Takxe ObUTa BEIOpaHa ONTUMANIbHAS
(dbopmMa eMKOCTH JUIsi MHKpO3KcTpakumu. J{ist noka-
3aTeNbCTBA MPAaBUIIBHOCTH aHAIN3a OCYIIECTBILSLIN
MPOBEPKY YHCTOTHI SKCTPAreHTa M COCTAaBIIUIH Ma-
TepUANTBHBIN OaJaHC CUCTEMBI.

Pesyabrarhl U uX 00cyxIeHHe

Ananumuueckue XapaKxmepucmukuy Memoou-
ku. PaccuntanHbie KOA(PGUIMEHTH KOHLIEHTPUPO-
BaHUs TpUMeEcei W mpeaesibl OOHApyKEHHs Mpell-
CTaBJICHBI B Ta0. 1.

Kak BumHO W3 TaONUIBI, AMCIIEPTUPOBAHHE C
YIBTpa3ByKoM Oosiee 3((GEeKTUBHO, YeM TPH IO-
MOILM JUCHEPreHTa. DTO CBS3aHO C TEM, UTO JO-
0aBKa JUCTIEPreHTa YBETUYMBAET PACTBOPHUMOCTD
OpraHMYecKuX IpuMeced B Boje. Meroxa Kamelnb-
HOM MHUKPOAIKCTPAKIUU W3-32 HEOOJBIIOW MOBEPX-
HOCTH MaccooOMeHa TakKKe YCTYMaeT MHKpPOIKC-
TPaKLUUM C YIbTPa3BYKOBBIM JUCIEPTUPOBAHUEM
JKCTpareHTa. JTO K€ MOATBEPXKIAIOT JIUTEPATyp-
HbIe UCTOYHMKH [9, 10].

Tabauya 1
Ko>pdunuentsl konueHTpupoBanus, C,,,, (1:1), C,uy, oucn 1 IIIK HcclienoBaHHBIX
npumeceii (N = 3, P = 0.95) npu qucneprupoBaHuM yIbTPa3BYKOM U TPeTbUM
KOMIIOHEHTOM-HCIIEPraTopoM (3TAHOJIOM)
K C.mm (11)1 C,mm, oucns M/ HI[K, MI/TT
Ipnmecs yabTpa- JIACTIEPTaTop — MI/T yIIBTpa- JIACTIEPraTop — [3-5]
3BYK 9TAaHOJ 3BYK 9TAaHOJ
JIM® 60+5 40+5 2-10° 3-10” 5-10° 3-107
5-10™
DD 150£10 706 1-10° 6-10° 1-10° 3
JIbD 260+20 15012 4-10° 2-107° 3-107 2-107
T 290+20 220+18 4-10° 1-10° 2-10° 8107
6107
JIHD 310430 24020 2:10° 6-10° 8-10° -
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Tabauya 2
PesyJbTaThl onpeaesienus o-gpranaros B Boge (n = 3, P = 0.95)
Bojbiii Conep:xanue npumec, mr/1- 10°
obpasert IM® hiielo) JIBD JIDTd JHD

Bononposoanas,

oT6op cpasy mocie <310 <6-10 5+1 2.0£0.3 3.0+0.6
OTKPBITHS KpaHa

Bononposoanas,

uepes 30 MHH TOCITe <3-107 <6107 <2107 <1-107 <6107
OTKPBITHS KpaHa

BunuctunnuposanHas Bosa <3-107 <6-107° <2-107 <1-1072 <6-107°
1 «CBATO# NCTOUHUKY <3-1072 <6-10° <2107 <1-107 <6-10°
T«Caposa» <3-107 <6-10° <2-107 <1-10° <6-10°
TSy <3107 <6-10° 0.08+0.01 2.1£0.2 <6-10°
L Ilnuknn mecy <310 <6-10 0.40+0.04 1.80.3 <6-10
L ApxbI3» <3102 <6-10 0.10£0.01 1.5£0.2 <6-10
i«Vann» (T'epmanns) <3-107 <6107 <2-107 <1107 <6107
vﬁ:ﬁe(vgg)emmm PR 1 <3.102 <6:10° <2107 <1107 <6-10°®
T «Novelley (Ouusnms) <3-1072 <6-107 <2-107 <1-107 <6-107
T «Aquadory (Jlauus) <3-1072 <6-107 <2-107 <1-107 <6-107
2(Farris» (Hopserus) <3-107 <610 <2-107 <1-10 <610
%«Ramlosa» (I1Izerys) <3-107 <6107 <2-107 <1107 <6107

! ByrumpoBaHHas HerasupoBaHHAS BOJA;
2 GyTHIMpPOBAHHAS rA3UPOBAHHAS BOJA.

Kak BumHO U3 Tabmn. 1, mpenensl OOHApYKEHHS,
MOJTy4YeHHbIE HAMH C yIbTPA3BYKOBBIM IHCIIEPTH-
pOBaHHEM DKCTpPAareHTa, Ha HECKOJBKO MOPSIKOB
amke [TIK. DTto memaetr BO3MOXHBIM yCTaHOBJIE-
HUE WCTOYHUKOB 3arpsS3HEHUS M OCYIIECTBICHUE
MIPOTHO3UPOBAHUS PA3BUTHUS DKOJIOTHUECKOH CHTY-
aIuy 3a107T0 1O KPUTHIECKOH.

Ananu3 peanvuvix 006pasyos. Pa3paboTaHHBIHI
HAMH METOI IPUMEHEH IJIs aHaJln3a OTCYCCTBCH-
HOU W 3apyOexHOW OyTHIMPOBAHHOM BOBI, a TaK-
’K€ TUThEBOM BOMOMPOBOAHOM. Pesynbrarhl mpen-
CTaBJICHHI B TaOI. 2.

OO0pa3Iibl Ta3UPOBAHHON BOJIBI TIEpE/] aHATTU30M
OBUIH JieTa3uPOBaHbI O] IEHCTBHEM BaKyyMa.

o-DrayaTel ObLTH OOHAPY)KEHBI HAMU B CIICIY-
omux obpasuax OyTUIMPOBaHHON BoOnbL: <«SI»,
«HumkuH necy, «Apxb3y. Hanbonee BeposTHBIM
HACTOYHUKOM TIOCTYIUICHUS 3(HpoB o-(draneBoit
KHCIIOTHI B OYTHJIMPOBAaHHYIO BOJY SIBIISIOTCS ILia-
CTH()UIIMPOBAHHEBIC YIUIOTHEHHS IS KPBIIIEK. DTO
TIOATBEPXKAAIOT TATeHTHBIE JOKyMmeHTHl [11, 12],
COTJIACHO KOTOPBIM BCTaBKHU JJISl KPBIIIEK MU3rOTaB-
nuBaroTcss u3 moiumepos ([IBX, TIBA, momuctu-
pouna, monukapboHarta, moiaud(GUpoB U T.A.), IUIa-
CTU(UIMPOBAHHBIX 3(upamu o-(raneBol KuCIo-
1h1. K mpumepy, [IBX-matepuan g yrmioTHeHUR
comepxkut 35% Guc-(2-atrarekcun)dranara [1].
Hamm wuccrnemoBaHus ¢ WMCHONB30BAaHUEM TeTpa-
XJIOpMETaHa ISl MPOBEACHUSA SKCTPAKLHUU M3 I10-
JIUMEPHBIX BCTABOK JUIsI OyTHUIOK TaKXKe MOKa3aJIH,

910 B HMX cocraB Bxomur Oomee 10% Owmc-(2-
STUITeKCHI)pTanaTa u nuoytundranara.

o-Pranatel 0OHApYKEHBI HAMH TaKXe B BOJO-
MIPOBOJHOM BO/IE, OTOOPAHHOU Cpasy Mmocie OTKPHI-
THS BOJOTNPOBOAHOIO KpaHa. BO3MOMXHBIM HCTOY-
HUKOM TIOCTYIUICHHS TUANKWI(TAIATOB B BOJO-
MIPOBOJIHYIO BOJIY MOTYT OBITh TUIACTH()HUIIMPOBAH-
HBIC PE3WHOBBIC YIUIOTHEHHS KPaHOYKCOB MJIH THO-
KHE COCOUHHUTENBHBIC INDIAHTH. YCTPaHHUTh O-
(dTanatel, HAKONMBIIWECS B 3aCTOHHBIX 30HAX,
BO3MOJKHO CJIMBaHMEM M3 KpaHa IEPBBIX MOPLUii
Boabl (200400 mi). DTO MOATBEP)KIAIOT IpUBE-
JieHHbIe B TaOl. 2 pe3yJbTaTbl aHalInM3a BOJOIPO-
BOJIHOH BOJIBI, OTOOPAHHOMN Cpa3y MOCHE OTKPBITUS
KpaHa.

3akiouenue

[IpoBeneH aHamM3 pa3IUUHBIX 00pa3IOB OyTH-
JUPOBAaHHON BOABI HAa COJCPXKaHWE TIIATH O-
(¢TamaToB C WCHONB30BAaHWEM pa3pabOTaHHOTO
XpOMaTO-MacC-CIIEKTPOMETPUYECKOTO METO/a OIIpe-
JeJIeHNs] C MHKPOIKCTPaKIUeH C YIbTPa3BYKOBBIM
JICTIEPTUPOBAHNEM DKCTpareHTa. Y CTaHOBJIEHO, YTO
JATKT-0-()TaaThl OCTYNAOT B OYTHIMPOBAHHYIO
BOAY W3 IUIaCTH(UIMPOBAHHBIX YIUIOTHEHHH JUISA
KpbImeK. JIocTUrHYTHI Ipeienisl 0OHapyKeHUs dPH-
pOB o-(raneBoll kucioThl Ha yposue 10° — 10°
MI/J, 9TO TOBOPUT O BBICOKOH YYyBCTBHTEIHLHOCTH
pa3zpaboTaHHOTO METO/Ia oNpeieTieHus 0-(PTaaaTos.
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Paboma evinonnena npu Gurancoeoii noddepicke
epanma PODPH 11-03-00524-a «Paspabomka 6bLcoKO-
apPexmuenozo wudxKophasnozo MUKPOIKCMPAKYUOH-
HO020 KOHUEHMPUpOo6aHus npumeceil Hanoducnepzupo-
6AHHBIM IKCMPAZEHMOM».
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GAS CHROMATOGRAPHY-MASS SPECTROMETRY DETERMINATION
OF 0-PHTHALIC ACID ESTERS IN DOMESTIC AND FOREIGN BOTTLED WATER

V.A. Krylov, V.V. Volkova

Domestic bottled water samples have first been analyzed and compared with foreign ones. The sources of o-
phthalates in water are found. Gas chromatography-mass spectrometry determination of o-phthalates using microex-
traction with ultrasonic dispersion of the extragent developed by the authors has made it possible to achieve the de-
tection limits of five o-phthalates at the level of 10°-10 mg/I, which is not inferior to the world's best results.

Keywords: gas chromatography-mass spectrometry, water analysis, dispersion of extractant, detection limits.
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