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BU3HAYEHHS IIPETPOINIB Y PIITAKOBIN OJIII
METOZAOM I'PX-MC HA KAIIIJIAPHUX KOJTOHKAX

Po3pobaeno memooduxky o0HoO4ACHO20 GU3HAYEHHS Nipempoidie, Wo 3acmo-
co8yromsbCa 045 3axucmy pinaky, 6 pinakosii oaii memoodom 2a3opiouHHOl
xpomamoepaii (I'PX) na kaninapHuit KoAoOHYI 3 BUKOPUCIAHHAM eAeKMPOHHO-
3axeamnoeo demexmopa (E3l) ma mac-cnekmpomempa (MC). Ilpoepamysan-
HSL MEMNEPamypHo20 PelcUMy KOAOHKU 00360459€ CKOPOMUMU 4aC NPO6e0eHH s
ananizy, a cnoayuenHs I'PX-MC — 36inbuumu mounicms ma 6ipocionicms
11020 pe3yabmamis, 3MEHWUMU Mamepiaibii 3ampamu ma KOHmpoA8amu
saauukosi Kinokocmi 6 mexcax 0,1—0,5 me/xe (na pisni I/IK ma nuxcue).

nipeTpoiay, pinakosa o0is, ra3opisMaHa xpomartorpadis, KaniisapHi
KOJIOHKH, XPOMATO-MacC-ClIEKTPOMETPist

CUHTETUYHI ITpeTpoinn 3aiiMaioTh OJHE 3 MPOBITHUX MICIb 32 00CS-
TrOM BHPOOHMIITBA i 3aCTOCYBAHHS JUIST 3aXMCTY Bifl IIKIAHUKIB Pi3HUX Cilb-
CbKOTOCTIOAAPChKUX KYJIbTYpP, 30KpeMa pinaky. Pimak Ha Tepurtopii Ykpa-
THM TOLIKOIXYIOTh OiNbiue 50 BuAiB (iTodariB, BTpaTh BpoKaw HACiHHS
Bill IKMX MOXYTb csrati 30—40% i Ginblie MpU OMHOYACHOMY 3HWKEHHI
sgkocTi. [TipeTpoinu 3aCTOCOBYIOTH IS 3aXMCTY PiMaKy Bifl IIKiTHUKIB CIO-
coOOM OOMPUCKYBaHHS BIPOIOBXK BereTallil, a TAKOX IS TTPOTPYIOBAHHS
HaciHHsg [6-8].

B ocTaHHi poku mONuUT Ta 00CATM BUPOOHUIITBA PillaKy 3pOCTAE 0CO0-
JIMBO BiIYYTHUMU TEMIIaMU, 3aBASIKM 30iJbLLIEHHS OOCSTIB CBITOBOI'O CIO-
>KWBaHHS PIMTaKoBOI OJIii, 1[0 3yMOBJIEHO ii OCOOJIMBOCTSIMU — TpUAATHA SIK
JUTSI XapuoOBOTO BUKOPUCTAHHS, TakK i IJIsT TepepoOKU Ha 0iomu3enb. 3aBMsi-
KU 1IbOMY, a TakoX BcTymny Ykpainu B COT, HaOyBae 3HaueHHSI KOHTPOJb
SIKOCTi pillakoBOi OJ1il 32 BMICTOM 3aJIMILIKOBUX KiJIbKOCTE MECTULIMIIB.
Tomy, po3pobKka METOAMKM BM3HAYEHHS MipeTPOIiB B PillakoBOi 0Jiii, sika
JI03BOJIMTH KOHTPOJIIOBATH 1X BMICT Ha PiBHI Miri€HiYHMX HOPMAaTHBIB Ta
BinmoBinatu cranaaptaMm ISO, € akTyaJbHUM Ta BaXXJIMBUM 3aBOAHHSIM.
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BusHaueHHs MipeTpoiliB CKIaAAEThCS 3 KiJIbKOX €TalliB: BUIYYEHHS 3
aHaJIi30BaHOI MPOOU, OYMCTKM Ta KOHIEHTPYBaHHS, SIKICHOTO Ta KiJIbKic-
HOTO BU3HAYEHHS BiAMOBIIHUMU MeTOomaMu. sl OTpUMaHHS BipOTiTHUX
pe3yJIbTaTiB BCi 1Ii €Tanyd MalOTh BaXJIMBE 3HAYEHHS, ajie BUOIp MeTonmy
aHanizy € BupimanbHuM [1-4]. TpaguuiiiHuM MeTOIOM JUIsT BU3HAYEH-
HSI MipeTPoiliB B pi3HUX MATPUIISIX € razopinuHHa xpoMarorpadis (I'PX)
Ha HAOMBHMX Ta KaMJISPHUX KOJOHKAX 3 BUKOPUCTAHHSM CEJNICKTUBHMX
JIeTeKTOPiB: enekTpoHHO-3axBaTHUI (E3/l) abo tepmoionnuii (TI abo
NPJI), a Takox BucokoedekTnBHa pinnHHa (BEPX) Ta ToHKOIIapoBa
(THIX) xpomatorpadis [1-5]. Jns1t omHOUYACHOTO BU3HAYEHHST «MHOXWH-
HUX 3aJMIIKiB» 3aCTOCOBYEThCSI OiNbIl iH(popMaTBHA KoMbOiHawig 'PX i
Mac-cnektpometpii (MC) [9-12].

Merta nociimKeHb moJisirajia B po3po0lii METOAUKN OJHOYACHOIO BU-
3HAYEHHS B PiMaKoBill oJlii MipeTpoidiB, 1110 3aCTOCOBYIOThCS ISl 3aXUCTY
pinaxy.

Memooduka docaidxncens. 5 T pinmakoBOi OJii HATUBAIOTH B AUTUIIBHY
Ky, mpuinBapTh 10 MII alleToHy, 300BTYIOTH MIPOTATOM 5 XBUIMH. [o-
JaloTh 5 MJI €TUJIOBOIO CHUPTY, 300BTYIOTH i JAIOTh LIapaM PO3TiTUTUCD.
Iap onii (BepxHiit) BinaiastoTs. B miiiky mogaioTh 40 M AMCTUILOBAHOT
Boau, 20 MJI rekcaHy i 5—7 1 xJIopuay HatTpito, 300BTYIOTb 2—3 XBUJIMHHU,
3aJIMLLIAIOTh 10 pO3MNoaiay 1apiB. BogHuil map 3nuBatoTh. ['ekcaHOBUIA
€KCTPaKT (hiTbTPYIOTH KPi3b JIHKY 3 ManepoBUM (hiIbTPOM Ta 11apom 0e3-
BOJIHOTO CyJIb(haTy HATPilO B KOJIOY MJI BiITOHKM PO3YMHHMKA. Y BOTHUI
map goaaroTh e 20 MJI reKcaHy i MMOBTOPIOIOTh eKCTpakililo. ['ekcaHoBUit
€KCTpaKT 00’€IHYIOTh i KOHLIEHTPYIOTh Ha POTALliiHOMY BUIIAPHUKY 10
0,5—1,0 mu1. 3a1UILIOK KiJIbKICHO MEPEHOCSTh B MPOOIPKY i TOBOISITH 00’€EM
TeKCaHOM IO 5 MJI. AJTIKBOTY 2 MKJI BBOISITh B KOJIOHKY XpoMartorpada.

Ymoeu ananizy nipempoioie memodom I'PX.

Hetextop HE3.

I'az-nociit — asor (N,), Tuck rasy B KoyjoHni — 1,5 mi/xs.

Kononka kaminsipua 15 m X 0,32 mM.

CranionapHa ¢asza SE-54.

Temneparypa (°C): KoJIoHKHU: i30TepMiuHa Temmneparypa 80°C npoTsirom
1 xB, 3 mporpamyBaHHsiM a0 220°C 3i mBunkictio 40°C/xB ta 5°C/xB
no 270°C, i3orepmiunHa npotsrom 2 xB — 270°C; merektopa — 300°C,
BunapHuka — 270°C.

Jlinittamii giamazon — 0,01—0,05 u#r. Yac ananizy — 25 xs.

O06’eM mpobU, 1110 BBOAUTLCI B XpoMmaTorpad, 1—2 MKII.

Ymosu ananizy nipempoioie memodom I'PX-MC.
Xpomaro-mac-crnekrpomeTp DSQ Termo.

Pexxum poboTtu xpomaTorpada: KojaoHka KamiasgpHa 30 M X 0,25 MKM.
CranionapHa ¢daza DB-5, ToBmmnHa miBku 0,25 MKM.
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Temnepatypa (°C) koioHKu: nmoyaTkosa izoTepMiuHa 80°C (mpotsirom

1 xB), 3 mporpamyBaHHsiM 10 160°C 3i mBuaKicTio 20°C/XB, BUTpUMKA

npu 160°C npotsirom 7 xB, Ta 3i mBuaKicTio 8°C/xB 3 160 1o 280°C,

putpuMKa 1pu 280°C mpotsirom 13 xB; Bunmapauka — 270°C.

Pexxum po0OoTH KBaapyIOJIbHOTO Mac-CIIEKTPOMETpPa: MIOBHOTO CKaHY-

BaHHs 50—450.

Pexxum ioHizalii — e1eKTpOHHUI yaap, TeMIiepaTypa ioHHOro Jkepesia

270°C.

Mopnens: Split (mi/xB) — 50, Splitles (xB) — 1, tuck (kPa) — 3.

la3-nHociit — remiit, 1,4 mi/xs.

O0’eM mpobM, 1110 BBOAUTHLCS, 2 MKIL.

Pesyavmamu docaioxceny. I1HceXTULININ 3 KJIaCy CUHTETUYHMX MipeTpo-
imiB 3a XiMiYHMM CKJIagoM — CKJaaHi edipu KapOboHoBux Kuciaot. Edipu
LIMKJIOMPOTaH — KapOOHOBO1 KMCJIOTHU 3arajibHOI CTPYKTYPHOI (hOpMYJIU:

(R E—CH

3a BUKIJIIOUEHHSIM AelibTaMeTpuHy (mpemnapat Heuuc), siKuii € Mo-
HOi30MepOM, BCi MipeTPOIiAX € CYMILIILIIO i30MepiB: CTepio-i30MepiB, 11O
MaloThb OJHAKOBUWI CKJaJ €JIEeMEHTIB, aje pi3He IX MPOCTOPOBE PO3Mi-
IIEHHSI; E€HaHTIOMEpPiB, MOJIEKYIN SIKUX MalOTh A3€pKajbHE PO3MillIeH-
Hs eJIeMEHTIB (pauemaTu). Tak MOXJIMBA KilbKicTh i3omepiB (C,,) — 8.
[3oMepu Bimpi3HAIOTLCS 3a 0iOJOTIUHOIO aKTUBHICTIO. Pi3Hi mpenapatu
MiCTSATh Pi3HY KiJIbKiCTb aKTUBHUX i3oMmepiB (Tabj. 1), 1110 3yMOBIIOE
iX TOKCUUYHICTh Ta MexaHi3M fii. CTpykTypHa (opmyJia LHUIIEPMETPUHY

(C,):
Y

Cl 2§E=CH
(CH3)2C

Anbda- Ta 3eTa-IMUNEPMETPUH € CYMIIIIIIO i30MEpPiB HUTEPMETPU-
Hy, y aenstameTpuny R Br,, a y 6era-uudayrpuny R': CH, — CH,Fr.
[Mepmetpun (C,)) He Mae y ckiani uiaHo-rpynu — CN, R*: H; maiors
rpynu R?: F,C-CCl= izomepu uuranorpuna (C,,).

Edipu ourosoi kucnoru: echensanepar (C,;) — HalOUIbLI aKTUBHUIA
i3oMep paiiemMiuHoOTO (peHBasEpary.

®RHC COOCH -C¢H4-O-CgHs

(RY)

COOEH—C(,HA;-O-C(,Hs
C
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3a pe3yabTaToM OOCHiIKEHb MiPEeTPOIIU BiIHOCITLCS A0 HEMOJISIPHUX
Ta MaJIOMOJISIPHUX CITOJIYK 3 OJIM3bKUMU 3HAYEHHSIMU TUTIOJLHUX MOMEH-
TiB, MaIOTh CXOXi (hi3UKO-XiMiuHi BIacTUBOCTI (Tabdi. 1). Boru mobpe po3-
YUHSIIOTBCS B OPTaHIYHMX HEIOSIPHUX Ta MAJIOMOJISIPHUX PO3YMHHHUKAX,
MPaKTUYHO, HE PO3UYMHSIOThCST Y BoAi. PirmakoBa oJist MiCTUThL O6arato He-
MOJIIPHUX CHOJYK (MOHO- Ta IMOJliHAaCMYeHi aMiHOKuUCI0TH). BubpaHni 3a
aJITOPUTMOM CUCTEMATUYHOTO aHamizy nectuuuaiB [1-3] ymoBM (eKcTpak-
1isT BOAHUM PO3YMHOM alleTOHY Ta OYMIIEHHS CITOCOOOM TIepepO3ToIiTy
B T€KCaH) JO3BOJISIIOTh OTPUMATH MaKCUMalbHy e(heKTUBHICTh BUITYICHHS
MipeTPOiAiB Ta MiHIMAJIbHE €KCTpParyBaHHs MOAIOHUX IM MAaTPUYHUX CIO-
JIYK, 110 MOXYTb 3aBakaTuW BU3HaueHHIO. He MeHIlle 3HaUeHHS MalOTh
YMOBM Ta30B0Oi XpoMaTorpadii — THUIT Ta TOBXMWHA KOJOHKH, CTallioHapHa
daza, TeMnepaTypHuii pexKUM KOJIOHKM Ta I€TEKTOpa, INBUIKICTb ra30BOrO
MOTOKY Ta iH. KamijisgpHi KOJOHKM MalOTh BUILY 3[aTHICTh PO3MIIEHHS Y
TOPiBHSIHHI 3 HAOMBHUMM KOJIOHKAMM, iX TOBXXWHA JIIMITyE €(DeKTUBHICTh
PO3IIIEHHS CKIIQAHUX CyMillel, SKUMU € CyMilll MipeTPOiAiB, Bill MPUCYT-
HiX B pilakoBOi OJIii MOAIOHNX IO HUX CIIOJIYK.

BukopuctanHs KamiasipHOi KOJOHKU JOBXWHOIO 15 M B yMOBax Ipo-
rpaMyBaHHS TEMIEPATypU Aa€ MOXKJIMBICTb PO3MOALIATUA HE TiTbKU OKpeMi
mipeTpoiau, a Takox ix izomepu. Ha pucyHky 1 HagaHO TUIIOBY Xpoma-
TOrpaMy CYMillli TTipeTPOiNiB: MePMETPUHY (mpenapaT AMOyIII, ABa IMiKa —
11, 20 Ta 11,88 xB), nambna-uranorpuny (mipenapar Kapare, oquH miK,
3 yacoM yTpumaHHs 13,22 xB), nunepMerpuHy (mpenapat Pinkopm, Tpu
mika — 14,60, 14,88 ta 15,39 xB), denBanepary (rnpemnapar CyMillumiH,
nBa mika — 15,88 ta 16,21 xB), meabramMerpuny (npenapat Jdeuuc, oauH
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Puc. 1. Tunosa xpomamoepama cymiwi nipempoidie
(2 mra excmpakmy pinakxoeoi oaii, éneceno 0,1 mxa/ma cmanoapmuozo
po3quny cymiuii n’amu nipempoiois)
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nik — 17,0 xB). KinbKiCHUI1 aHaJi3 MPOBOASITH METOAOM 30BHIiLLIHHOI'O
CTaHIApTy, TOOTO KaliOpyIOTh MPUOOP 32 CTAHAAPTHUMHU po3unHaMu. Hac
onHoro aHaiizy — 20 xB.

MeTposioriuHa xapakKTepuCcTUKa METOY CIOCOOOM «BHECEHO-3HalAe-
HO» HaBeieHa B Ta0n. 2. ImeHTM®IKaLis CMOMYK MPOBOIUTHCS 32 YacOM
YTPUMAaHHSI, KiJIbKiCHE BM3HAYEHHS — 3a BEJIMUYMHOIO IUIOII ab0 BHUCOTHU
BIIMOBIAHUX MiKiB.

2. Mempoaociuna xapaxmepucmurka 6u3Ha4eHHs nipempoioieé é pinaxoeoi oaii
(crocib «BHeceHO — 3HaiaeHo», =15, p=0,95)

MIP Mexa Cepenne | CranmatpHe | JloBipumii

IncekTnmm ME /Kl', BH3HAYEHHS, 3HAYEHHS, | BiIXWieHHs, | iHTepBaJ,
MI/KP % % + %
[Mepmerpun 0,25 Bin 0,10 mo 1,0 79,0 12,7 11,2
JlenbraMeTpuH 0,20 Bin 0,05 mo 0,5 85,5 9,6 8,4
Lunepmerpun 0,20 | Bim 0,10 no 1.0 82,0 8.0 7,0
JIambna- 0,20 | Bim 0,05 mo 0,5 86.0 9,6 49

LUTaTOTPUH

densanepar 0,25 Bin 0,10 mo 1,0 83,5 13,5 12,4

IIpyn BU3HAYEHHI 3aJIMIIKIB MipeTPOiliB B piMakoBiil oyii MeTOIOM
I'PX B xinbkocrti, 1o nepesuinye I'IIK, nnsa inenTudikaliii, a Takox st
MiATBEPAKEHHS TOTO, 110 HasIBHICTh MipeTPOiiB HE MepeBuilieHa 3a paxy-
HOK MaTPUYHUX TOMIIIIOK, 3aCTOCOBYBaJIM XpOMaTO-Mac-CIIEKTPOMETPIto.
BukopucToByBanm KamiisipHy KOJIOHKY MOBXWHOIO 30 M, 110 3a0e3reuye
MaKCUMaJIbHY ¢(DEKTUBHICTH pO3miJIecHHS (pHC. 2), ajie 30iIbIIy€E Jac Mpo-
BeneHHs aHamidy 3 20 mo 35 xBuimHM. Yac yTpuMaHHS, XB: JISIMOIA-1IM-
raJioTpud — 26.42, nepmetpuH — 27.58 ta 27.78, uunepmerpun — 29.00,
29.30, 29.39 ta 29.55, ecpenBanepar — 30.88, penBanepar — 31.38, nenb-
TamMeTpuH — 32.92.

InenTudikauis nipeTpoinis 3a YaCOM YTPUMAHHS HE € BUPILIAIBLHOIO.
3aBXIU iCHYE BipOTiZHICTH TOTO, III0 OXHUM IIiIKOM PEECTPYETHCS IBa 200
OinplIe crioiyk. BiporimHicTh oTpumaHoi iH(opMaLil MiATBEpIXYyIOTh 3a
JIOTIOMOTOI0 Mac-CHEKTPiB CIodyK (puc. 3).

Hianmazon MacoBux uucena m/z 120.00 - 420.00.

CeJleKTUBHA peecTpallist ioHiB m/z:

namoaa-uuragorpuny — 180.0-182.0, 196.9-198.9, 208.0-209.0;

nepMeTpuHy — 162.9-167.9, 183.0-184.0;

uunepmeTpuny — 126.9-129.0, 162.9-166.9, 179.9-180.9, 206.9-209.0;
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Puc. 2. Tunosa mac-xpomamoepama cymiwi nipempoioie
(1 MKJI CTaHAAPTHOTO PO3UMHY CyMillli IT’SITU MipeTpoinis, 0,1 MKI/MJI KOXHOTIO)
Kosonka xaminsgpuaa 30 m X 0,25 mkm, cramioHapHa ¢daza DB-5,
TOBIIMHA TUTiBKU 0,23 MKM

denBanepary — 124.9-126.9, 151.9-153.0, 167.0-168.9, 181.0-182.0,

207.0-209.0, 224.0-226.0;

npenbmeTpuny — 171.9-181.0, 206.9-209.0, 250.8-254.8.

[Ticnst mpoBeneHHsT aHaMi3y MepeBipsI0OTh Mac-xpomaTtorpamu (puc. 4),
(iIKCYIOTh ITIKM B 00JIaCTi Yacy yTpuMaHHS MipeTpoiliB. K0 BUSIBISIOTh-
¢sl Taki MiKu, ineHTUQIKyIOTh HasIBHICTb MiPETPOIMiB 3a X Mac-CIIeKTpaMu.
B ymoBax po3po06ieHO0i METOAMKU JOMIIIKMU CIOJYK HepadiHOBaHOI Ta
pacdiHoBaHOI PirakoBoi OJii He 3aBaXkalOTh BUBHAUYEHHIO MipeTpOiliB.

TakuM yrHOM, Ta3opiguHHa XpoMarorpadisi Ha KamiIIpHUX KOJIOHKAaX
i3 MporpaMyBaHHSIM TEeMIIEpAaTypPHOTO PEXXMUMY 3a0e3Ieuye CeJIeKTUBHUI
KOHTPOJIb BCiX MOXJIMBUX 3a/JMILKIiB MipeTpoidiB B pilakoBiil oJii, a cro-
nydyeHHs: 'PX-MC no3BoJisie 30iIbLIUMTH TOUHICTh, BipOTiAHICTh Oro pe-
3yJbTaTiB, 3MEHIIUTU MaTepiajbHi 3aTpaTh Ta KOHTPOJIIOBATU 3JIMILIKOBI
kibKocTi B Mexxax 0,1—0,5 mr/kr (Ha piBHi [IK Ta Hikye).
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Puc. 3. Mac-cnexkmpu n’amu nipempoidie
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quH. — 2004. — Bum. 50. — C. 252—257.
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Puc. 4. Mac-xpomamoepamu:
(3Bepxy) 1 Mk cymimni m’satu mipetpoinis (0,01 MKr/Ma KOXHOT0),
1 MKJI eKCTpakTy 3 HepachiHOBaHOI pilakoBoi OIii,
1 MKJI eKCTpakTy 3 padiHOBaHOI pimakoBOi OJil
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byomuxk JI.A., Kpyk U.B., Kpyk B./. Onpenenienne nupeTpouion
B pancoBoM macJje MetoaoM [2KX-MC Ha KanWUISIpHUX KOJIOHKAX

Po3pabomana memoduka o0noépemenHo2o onpedenenus NuUpempoudos,
KOmopble npuMeHsomcs 045 3aujumsl panca, 6 pancogom macie mMemo-
00M 2a30HCUOKOCMHOU XPOMAMOopadhuu Ha KANUAAAPHBIX KOAOHKAX PA3HOU
OAUHbL C UCNOAL308AHUEM 0emeKmopos no 3axeamy eaekmponos (/33) u
macc-cnekmpomempa (MC). Ilpoepammuposarue memnepamypHozo peicuma
KOAOHKU NO0380As5em ONMUMU3UPO8AMY YCA08US NPOBedeHUs aHau3a, a co-
uemanue I2KX-MC — ygeauuums mounocms, 00CHOBEPHOCHb €20 Pe3yabma-
MO8, YMeHbUUMb MAMepUaIbhble 3ampamsl U KOHMPOAUPOBAMb OCMAMO4Hble
Koauvecmea 6 duanasone 0,1—0,5 me/xe (Ha yposne MIIY u menvuie)

Bublick L.I., Kruck I.V., Kruk V.I. Determination of pyretroids in rape oil
by GLC- MS on the capillary columns

The method of simultaneous determination for pyretroids in rape oil by gas-
liquid chromatography on the various length capillary columns is developing.
Detectors ECD and MS are used. The column’s temperature schedule program-
ming allows optimizing the conditions of undertaking the analysis. The GLC-
MS combination allows to increase the results accuracy and validity and control
the remaining amount within the range of 0,1—0,5 mg/kg (GDK and lower).
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