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2 TIPUHAT U BBEJIEH B JIEVICTBUE IlocraHosieHuem Toccranmapra Poc-
cum ot 27 okTa6pst 1998 r. Ne 382

3 Hacrostmmii ctaHgapT rapMoHU3upoBaH co craHmaproM MCO 6468—96 «Ka-
4yeCcTBO BoIbl. OIpeiesieHrIe OPTAaHUIECKUX XIIOPCOAEPKAIINX MHCEKTULIAIOB, TI0JIM-
XJIOPUPOBAHHBIX OupeHI0B U XI10pOeH30510B. ['azoxpomaTtorpadmyueckuit MeTosn
I10CJIE SKCTPAKLIUU B CUCTEME «KUIKOCTh — XKUIKOCTH»

4 BBEJIEH BIIEPBLIE

5 IIEPEU3JAHUE
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TOCYJAPCTBEHHBIN CTAHIAPT POCCUMCKOMN ®EJAEPAIIUM

BOJIA IUTHEBAS

Meron onpenejieHHs CONEPKAHNSA XJIOPOPraHNIECKHX MECTHIHIOB
ra30XXuAKOCTHO# xpomarorpaduei

Drinking water.
Method for determination of chlorine-organic pesticides by gas-liquid chromatography

JlaTa BBegennsa 1999—07—01

1 ObaacTp npuMeHeHus

Hacrosmmuii craHgapT ycTaHaBIMBAET METOI OIIPEAEIIEHUS] MACCOBOI KOHIIEHTPAIN
XJIOPOPTaHUYECKUX TeCTULMAOB (aib(da-, 6eTa- 1 raMMa-U30MEPOB TEKCAXTIOPLIMKIIO-
rexcada (I’XIIT), renrraxitopa, 4,4’ -mmxiiopmuderwrrpuxitopatada (1 T), 4,4’ -muxiop-
mdenmmooropaTwieHa (JI1D), 4,4 -mxoropmudernmimuxitopatada (JI/1J1), amsnpuHa,
rexcaxjop0eH301a) ra30XUIKOCTHONM XpoMarorpadueil ¢ UCIIOIb30BAHUEM T'a30BOTO
xpoMmatorpada ¢ IETEKTOPOM 3JIEKTPOHHOIO 3axXBaTa B IIUTHEBOM BOIe U BOJE
IIEHTPAJIM30BAHHBIX CUCTEM IIUTHEBOIO BOAOCHAGXKEHMS B IMAIla30HE MAaCCOBOM
KoHIeHTpamu ot 0,1 1o 6,0 Mxr/mv® (wig renraxitopa ot 0,02 go 1,2 Mxr/mv3).

Meron ocHOBaH Ha 3KCTPAaKLUM XJIOPOPTAHNYECKUX ITECTULIAIOB U3 IIPOOHI BOIBI
H-TEKCAHOM, OUYMCTKE 2KCTpaKTa, XpoMaTorpachmyecKoM pasfesIeHUM Ha KaIlWwUIsIp-
HOII KOJIOHKE WIM HAaOUBHON KOJIOHKE, ¢ (GPMKCUPOBAHUEM IIOCIIENOBATEILHO BBIXO-
ISIIIX KOMIIOHEHTOB JETEKTOPOM BJIEKTPOHHOTO 3axBaTa ¢ WiaeHTUhUKaIei
KOMITOHEHTOB 110 BpEMEHU YIEPXKAHUA U PAacYeTOM MAaCCOBOU KOHIIEHTPALIUM IIEC-
TUIUAOB.

MeTtox MoXeT GBITh UCIIONL30BaH UIA LEJel cepTU(UKaAIIIY.

2 HopmaTuBHbBIE CCHLUIKH

B HacrosimeM cTaHmapTe MCITOIb30BAaHbBI CCHUIKM Ha CIICHYIOIINE CTAHIAPTHL:

T'OCT 1770—74 Ilocyma MepHas jJabopaTopHast CTeKISHHAs. LIyUIMHApEHI, MeH-
3ypKHU, KOJIOBI, IpoOoupKu. O0IIMe TEXHUYECKUE YCIIOBUS

TOCT 4166—76 Hatpuii ceproxkucibiif. TexHnyeckue ycaoBUS

TOCT 4204—77 Kucnota cepHas. TexHuueckue ycioBUS

TOCT 6709—72 Bopa muctwumnpoBaHHas. TeXHIYECKUE YCIOBUSL

T'OCT 9293—74 (MCO 2435—73) A30T ra3000pa3Hblii 1 XUIKuil. TexHnueckue
YCIIOBUS

TOCT 23932—90 Ilocyma u o6opyaoBaHMe JITaGOpaTOPHbIE CTEKIAHHBIE. OOIIMe
TEXHIYECKUE YCITOBUS

H3znanue odpuumaibHOe
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TOCT 24104—88* Bechl maGopaTopHble OBOIIETO HAa3HAYEHUS U OOpPa3IIOBEIE.
O061mre TeXHUIeCKUE YCIOBUS

T'OCT 25336—82 Tlocyma 1 060pyHoBaHKe JIaGOPATOPHBIE CTEKIAHHBIE. TUIIBI,
OCHOBHBbIE ITapaMeTpPhl U pa3Mephl

TOCT 29227—91 (MCO 835-1—81) Ilocyna 1aboparopHas cTekiIaHHasA. [TureTku
rpagyupoBaHHbie. Yacts 1. O61IMe TpeGoBaHMsS

TOCT P 51593—2000 Boma muteeBast. OT60p 1Mpob

TOCT P 51652—2000 CrpT 3TWIOBBIA PEKTU(PUKOBAHHBIA U3 ITUIIEBOTO CHIPHL.
TexHnyeckue ycaoBUS

3 Cokpamenns

193 — merexTOop 2JIEKTPOHHOTO 3axXBaTa

T'CO — rocynapcTBeHHbIN CTAaHAAPTHEII 00pa3el] cocTaBa BENIECTBA WIM pPacTBOpa
T'XIII' — rexcaxyopIKIIOreKCaH

JAT — 4,4’ - muxsopmn e HIITPUXIIOPITaH

D — 4.4 -muxnopmie HTIUXIO P THIIEH

IO — 4,4 -muxnmopmie HIINXIOpITaH

IIIK — mpenesbHO HOITyCTUMAsT KOHIIEHTPAIIMS

4 Cpencrsa u3MepeHMii, BCIOMOraTejibHoe 000py/10BaHHE, PEAKTHBbI

Ta30BbIil XxpoMaTorpad ¢ IeTEKTOPOM 3JIeKTPOHHOTO 3axBara (J193), ycTpoiicTBoM
JUI pabOTHI ¢ KBapLIEBEIMM KAITWUISPHBIMUA KOJIOHKAMU JUIMHONM 25—50 M U BHYT-
peHHUM nuaMeTpom ot 0,25 mo 0,50 MM, B KauecTBe HEMIOABYIKHOM (ha3bl MCTIOIB3YIOT
CWINKOHOBEIE dytactoMepsl Turia SE (Harpumep, SE-30, SE-52, SE-54) tonmmHoit
IUTIeHKU He MeHee 0,5 MKM.

HormyckaeTcst IpUMeHeHNe CTEKJIISTHHBIX HAaOMBHBIX XpoMaTorpahmyecKux KoJo-
HOK C MUHUMAJIbHBIM YUCJIOM TEOPETUUYECKUX Tapeinok — 1450.

ITonroToBKa KOJIOHKM IIPUBEACHA B IIPUIIOXEHUHT A.

Muxkpomrmpuust MIII-10, MIII-1 BMecTumocTbio 10 1 1 MM? M1 aHATOTMYHEIE.

Becsl 1abopaTopHble 00IIET0 HA3HAYEHUS 2-TO KJIacca TOYHOCTU C HAaMOOJIBIIM
npenenroM B3BemmBaHusg 200 r mo T'OCT 24104.

Kon6bl MepHbIe ¢ IIPUTEPTHIMU IIpodKaMu BMecTMocTbio 100 cm® o TOCT 1770.

IwmHIps! MepHBIe BMecTrMocTso 100, 500, 1000 cm® mo TOCT 1770.

JluHelika n3MepuTenbHasa MeTaummdeckas, nuamna3od 0—250 mm.

PorauuoHHbIl ucapuTels J1iro6oro Tuiia.

BopoHk# meurersHbie BMecTuMocTsio 100, 1000 cv?.

Tlocyma nma6oparopHag crexingunaas 1o I'OCT 25336.

Tpo6upku rpagyrpoBaHHbIe BMecTUMOCThI0 5, 10 cM? o TOCT 1770.

TuIeTKy TpaZyrpOBaHHEIE BMecTUMOCThIO 1, 2, 5, 10 cm® mo TOCT 29227.

Byrsum 13 crexiia BMectuMocTbio 1000—2000 cM® i o160pa M XpaHeHHs TIpob
mo 'OCT 23932.

un-T'ekcan, 4. 1. a.

Harpusa cynsdar 6e3Bomustii, 4., 1o F'OCT 4166.

Kucnora cepras o 'OCT 4204, x. u.

Bymara nHmukaTopHas Uit KoHTpoirst pH.

* C 1 uromst 2002 r. BBeaeH B aeiictBue ['OCT 24104—2001.
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Crmpr sTwioBbi pexrrguimpoBandbiil 1o TOCT P 51652.
Boma muctmmmmposannas mo 'OCT 6709.

A30T razoo6pasHbii ocoboit yuctotel o 'OCT 9293.
Anpda-I'XIT, ve menee 90 % ocHosHoro BerecTa wiu I'CO.
Bera-I'’XIIT, He menee 90 % ocHoBHoro Berectsa win ['CO.
Tamma-I'XIIT, He menee 90 % ocHoBHoro Bemectsa wiu ['CO.
AspnpuH, He MeHee 90 % ocHoBHOTO Benecrsa wm I'CO.
JT, ue meree 90 % ocHoBHoro Bemecrsa wm I'CO.

I, ue menee 90 % ocHoBHoro Beniectsa win ['CO.

D, ne menee 90 % ocHoBHoro Bemecrsa win ['CO.
Texcaxop6enson, He meHee 90 % ocHoBHOTO BemecTBa wiu ['CO.
Terrraxiiop, He MeHee 90 % ocHoBHOrO Berectsa win I'CO.

5 Orb6op npod

IIpo6sr tuTheBOIt Bombl otouparoT 1o FOCT P 51593.

O06beM TIPOOBI BOABI IS OIPEAETICHUS MAaCCOBONM KOHLIEHTPAIMU IIECTULIMIOB
NOJDKEH 6BITh He MeHee 1 aM°.

Cpok xpaHeHUs IIPOOLI OT MOMEHTA OTOOpa IIPOOBI 10 IPOBEACHUSI U3MEPEHU
He JOJIKEH IIpEBBIIATL 1 CyT, IIpY XpaHEHMU B XOJOAWIbLHUKE Ipu 4 “C — 2 CyT.

IMpo6BI KOHCEPBUPYIOT Ho6GaBieHeM 5 cM® w-rekcaHa Ha 1 am® Bomsl. Cpok
XpaHEHUST KOHCEPBUPOBAHHOM MPOOLI — 110 5 CyT.

6 ITopsaaoxk MOATOTOBKM K NMPOBEACHHI0 AHAIM3A

6.1. TlomroToBKy Xpomarorpada IMpOBOAAT B COOTBETCTBUU C PYKOBOICTBOM ITO
€ro 3KCILTyaTalliu.

6.2 T'pagyupoBka xpomatorpaga

I'panyupoBky xpomaTtorpada pu paboTe ¢ KaIMUUIIPHBIMHI KOJOHKAMHU IIPOBOIST
IIPY CIIEOYIONNX PeXXUMax XpoMaTorpachpoBaHUA.

Temneparypa perexropa — 270—290 °C, ucnaputreinss — 230 °C.

JIByXCTyIleHUaTOE IIPOrpaMMUPOBAHIE TeMITePaTYPLIL:

HavaybHas TeMrieparypa KoiaoHku — 150 °C, BpeMs aHaiM3a IIpU 3TOM TeMIlepa-
Type — 2 MUH;

CKOPOCTD ITOBBIIIEHUSA TeMIlepaTypel — 5 *C/MUH;

KOHeYHas TeMireparypa kKojioHku — 250 °C;

BpeMS IIOMIEPXKAHUSI KOHEUHOM TeMIIEPATyPhl — 6 MUH.

CKOpPOCTD IIPOXOXIEHUA Ta3a-HOCUTENA (a30Ta) Yepe3 KOJIOHKY — 1—2 ¢M3/MUH.

CKOpOCTD IT0TOKA Ia3a-HOCUTENA Ha cOopoce — 38—39 cm3/MuH.

CkopocTb raza-niogaysa B 193 — 40 cm3/MuH.

0O06BeM BBOAMMOI B XxpoMaTorpad 1mpodsr — 1 mm3.

T'panyupoBky xpomaTtorpacda ¢ HaGUBHBIMU CTEKISHHBIMY KOJIOHKAMU IIPOBOIST
IIPU CIIEAYIOUINX YCIOBUSX XpoMaTorpadupoBaHUs:

TeMIlepaTrypa TepMocTaTa KOJIOHOK, JeTekTopa M uctaputens 190, 240 u 230 °C
COOTBETCTBEHHO;

CKOPOCTb Ta3a-HOCUTES Yepe3 KOJIOHKY 40 cM3/MUH.

6.2.1 TIpuroroBiieHre TPagyMpPOBOYHBIX PACTBOPOB

6.2.1.1 Hcxomnble pacTBOPBI KAXIOTO IECTUIIMAA FOTOBIT OOBEMHO-MACCOBBIM
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METOJIOM, MCIIONB3Yd YMCTHIE XuMmuieckue BemecTsa wix I'CO B ciemyrolieil mocie-
JOBaTEIbHOCTH: OTOMPAIOT HA IPEJBAPUTEIHHO B3BENIEHHBIE YACOBBIE CTEKIIA HABEC-
Ky 10 Mr mectuumma, IIEPEHOCAT B MEPHYIO Koiuby BMecTumocThio 100 cm3,
pactBopsioT B 10—15 ¢M® u-TekcaHa, HOBOOAT OO0 METKM H-TEKCAHOM Tak, YTOOBI
HIDKHUI Kpail MEHUCKA Kacajcsd BEPXHErO Kpasd METKM Kojaobl. KoHUEHTpauus
IosTydeHHOro pactBopa — 100 Mxr/cm3. 3arem orbuparoT munerkoii mo 1 ¢cm3 pac-
TBOpAa HAHHON KOHIIEHTPAIIMU M3 BCEX MEPHBLIX KOJIG, KPOME KOJIOBbI C TENTaxIIOPOM
(13 Hee or6uparor 0,2 ¢cM3 pacTBOpa), IEPEHOCAT B MEPHYIO KOJIOY BMECTUMOCTBIO
100 cM3, 1OBOAAT OO METKM H-TeKcaHOM. KOHIIEHTpaLa KaXIOTo U3 IIECTULIMIOB B
MCXOMHOM pacTBope — 1 MKr/cm3 (rerrraxiiopa — 0,2 MKr/cMm?). PacTBOpPBI IIPUTOMHBL
IIIA UCIIONB30BAHUA B TEUEHME OBYX MECAIIEB IIpW XpaHeHUHU IIpu 4 °C.

6.2.1.2 T'pamynpoBOYHBIE PACTBOPHI TOTOBAT pa3GaBIeHUEM MCXOMHOTO PacTBOpa
mo 6.2.1.1: B mpoBUpKYy ¢ IIpUTEPTOil IpobKoil BMecTMMOCThIO 10 ¢cM3 BHOCAT
OIIpeJicJIeHHbIE 00BEMBI MCXOMHOIO PacTBOpPA M PACTBOPUTENA (H-T€KCaHa), IIpUBeE-
IeHHbIe B Tabaue 1.

TaG6numa 1

KoHIeHTpams KOMIIOHEHTA B TPATyHPOBOYHOM PacTBOPE IPHU

obbeMe HCXOTHOTO pacTBOPA, CM3

HawnMmeHoBaHne KOMIIOHCHTA B 1 1 1 ()’5
TPUIHPOROTHER pACTROP 0GbeMe PACTBOPHTEIA H-TEKCAHA, CM>

— 1 9 9,5

Howmep rpagyupoBodHOTO pacTBopa

1 (McxonHbIH) 2 3 4

Anpda-IXIT 1 0,5 0,1 0,05
Bera-T'XILT 1 0,5 0,1 0,05
TFamma-TXIT 1 0,5 0,1 0,05
AJbIpUH 1 0,5 0,1 0,05
AAT 1 0,5 0,1 0,05
IVl IC) 1 0,5 0,1 0,05
1V 1 0,5 0,1 0,05
IlekcaxmopbGenson 1 0,5 0,1 0,05
T'enTaxiop 0,2 0,1 0,02 0,01

I'pajryripoBOYHbBIE PACTBOPEI XPAHAT B COCYAE € IIPUTEPTOI TTPOOKOM IIpH TEMITe-
patype He Boie 4 “C He 6oyiee OAHOTO MecAla CO JHS IPUTOTOBIIEHHUS.

6.2.2 [lomyckaeTcs IIPOBOOUTD TPaIyHpPOBKY HE MEHEE YeM II0 UEThIPEM pacTBO-
paMm JIpyrMX KOHIIEHTPAIi, BXONAIIUM B JUAIIA30HBI MACCOBBIX KOHLIEHTPALIWIA
KOHKPETHOTO TIECTULIMIA, KOTOPLIE IIPUBEIEHBI B TaOIMLIE 2.
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Ta6bnuma 2

HauMeHOBaHNEe KOMIIOHEHTA B TPAIYUPOBOYHBIX KoHIeHTpaIisa TpajlyHpOBOYHBIX PACTBOPOB,
pacTBopax MKT/CcM”

Anpga-I'XIT Or 0,05 o 1,5 Brimrou.
Tamma-TXIT » 0,06 » 1,2 »
Bera-I'XIT » 0,05 » 1,0 »
AbIpuH » 0,03 » 1,0 »
AAT » 0,06 » 1,0 »
pIvIIC) » 0,06 » 1,2 »
pavIbI | » 0,05 » 1,5 »
TexcaxmopbeH3on » 0,05 » 1,0 »
lenrraxiop » 0,01 » 1,0 »

6.2.3 g onpeneseHns aGCOMIOTHOTO BPEMEHH YIEPXKaHUSA, HEOOXOANMOTO JUTS
UIeHTU(hUKAIIMK TIECTUIIMIOB, IIPOBOIAT HE MEHEE IISITH aHATIM30B IPALyMPOBOYHBIX
pPacTBOpOB. PaccumThIBaIOT cpemHee BpeMs YOePKAHU [UIS KAXKIOr0 KOMIIOHEHTA U
CpeTHEeKBAAPaTUIHOE OTKIIOHEHME, OTHOCHUTEJILHOE 3HAYEHHE KOTOPOTO JIOJKHO
O61TE He Gosee 0,5 %. IIpeBbIlieHe 3TOro IOKa3aTelsd YKa3bIBAaeT HA HApYyIIEHUE
IIPOLEIYPEI XpoMaTOrpapUIecKoro aHajamsa.

OTHOCUTEJIBHOE BpeMs VIAEpKaHUS IS KaXIOr0 KOMIIOHEHTA OIPEAEISIOT, BBI-
YUCIISASA OTHOIIEHIE aGCOIIOTHOTO BPEMEHH YIEPXaHUS er0 K aOCOTIOTHOMY BPEMEHU
yIEPKaHUS aJIbAPUHA.

B ycTpoIiCTBO TS BBOIA ITPOGEL B XpoMaTorpad BBOIST MUKPOLITIPULIEM 110 1 Mm>
IPamXyVPOBOYHBEIX PACTBOPOB IIECTULIMAOB B IOPSAKE BO3pAacTaHUA KOHIIEHTPALIMI
KOMITOHEHTOB. KaXImpIif U3 TpaayHMpOBOYHBIX PACTBOPOB XpoMATOrpadupyroT He
MeHee TpeX pa3. M3MepsioT BpeMst yaepXKaHUs aHAIM3UPYEMBIX BEIIECTB, COOTBETCT-
BYIOIIEE HA XpoMaTOIpaMMe PACCTOSHUIO OT MOMEHTAa BBOIA IIPOOHI IO MEPIIEHIM-
KyJIsipa, OITYIIEHHOTO M3 BEPIIMHEI ITMKA KaXIOro IEeCTUIMAA OO IEPECEUEHUS C
0a30BOM JIMHWEN, M PACCUUTBHIBAIOT CpeoHee 3HAYeHWe IUToIamy (VUM BBICOTHI)
XpoMaTorpamIeCKIX ITMKOB.

6.2.4 TIpu ITOCTPOEHUN TPagyHMPOBOYHOTO TpadrKa OTKIAHLIBAIOT II0 OCH Op-
IUHAT CpeaHue 3HAUeHUA IUToIamei (MJIM BBICOT) IIMKOB, a II0 OCU abcuuce —
Maccy KOMIIOHEHTA (B MKT) B aJIUKBOTHOM YacTU, BBEAEHHON B KOJIOHKY, KOTOPYIO
HaXOIAT, YMHOXAs 3HaAUYeHNEe KOHIEHTPALIMY KOHKPETHOTO ITECTUIINIA B COOTBET-
CTBYIOILIIEM TPaIyUpOBOYHOM PaCcTBOpe Ha 0GheM pacTBOpa, BBOAUMOTO B XpoMa-
torpad (1 mwm®). TloigydeHHas 3aBUCMMOCTb JMOJDKHA OBITH JIMHEHHOH cC
MaKCUMAaJIbHBIM OTKJIOHEHUEM, He npesblmanmmM 7 %. PaGouyue rpagyupoBod-
Hble XapaKTEPUCTUKU IIPOBEPSIOT KaXIbIN pabounil IeHb ITyTeM aHaIu3a OJHOTI0-
JIByX aTTECTOBAHHBIX PACTBOPOB. EcCiM ITolydaeMble pe3yIbTATHl OTIIMYAOTCI OT
rpaxyupoBKu Goisiee yeM Ha 25 %, TpagyupOBKY IIPOBOIST 3aHOBO, UCIIOJIb3YS
CBEXEITPUTOTOBIIEHHEIE aTTECTOBAHHBIE PACTBOPEL.

6.3 Iloaroroska nmpoObl K aHAIM3Y

6.3.1 JlaboparopHyio 1ocymy 00pabaThBAIOT XPOMOBOM CMECHIO, OIIOJIACKUBAKOT
ITOCIIEIOBATEIHLHO BOIOIIPOBOIHON U NUCTWLIMPOBAHHOM BOMOM U BRICYIIIMBAIOT TIPU
temmeparype 120—150 °C.
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6.3.2 TIpo6y Bomel o6beMoMm 1000 cM® IOMENIAIOT B HEIUTEIHLHYIO BOPOHKY,
mo6aBisioT 30 cM® H-TeKcaHa M SHEPTMYHO BCTPSAXMBAIOT B TeUeHHWe 3 MuH. Ilpn
00pa30BaHNN AMYJIBCUM IIPU SKCTPAKIIUKM K CMECU TOGABIIAIOT HEGOIBIIOe KOIMYIe-
cTBO 3TwioBoro cruprta. Ilocie paccmoeHus (a3 TeKCaHOBBIN CIOW CIMBAIOT B
KOHMYECKYIO KOJIOy, a ¢ BONHOM (pakiiMeill ITOBTOPSAIOT SKCTPAKIMIO C HOBOM
ropuyeit 20 cM® H-TeKcaHa elle ABAXIBL. DKCTPAKTH OOBEIMHSIOT.

6.3.3 DKCTpaxT, IOJIYYEeHHBIN B COOTBETCTBUU C 6.3.2, IIEPEHOCHT B JAETUTEIBHYIO
BOPOHKY BMecTUMOcThIo 100 cv’ 1 nprmBatoT 10 cM? cepHOIT KUCITIOTBI, HACBIIIEH-
HOI GEe3BOMHBIM CEPHOKUCIIBIM HATPUEM, M OCTOPOXHO BCTPSAXWBAIOT. OTHEISIOT
HIDKHUM CITIOM M IIOBTOPSIOT 00paGoTKy O TeX IIOp, IT0OKa KUCJIOTA HE CTaHeT
6ecuBeTHOM. OUUIIMEHHBIN I'eKCAHOBBIM 3KCTPAKT IIPOMBIBAIOT B JNEJTUTEILHON BO-
POHKE HeCKOIBKIMHM TopLmsaMu (oxono 10 cM’) IMCTIWUIMPOBAHHOM BOMBI O HEl-
TpaJIbHOM peaKIINy IIPOMBIBHEIX BOI. DKCTPAKT CIMBAIOT Yepe3 BOPOHKY C 6€3BOTHBIM
cynmb(haToM HATPUS, OIIOJACKUBAIOT OETUTEILHYI0 BOPOHKY HEGOJBIIMM KOJIMYECT-
BOM H-TeKCaHa, IIPUCOEANHASL €r0 K 00beTMHEHHOMY 3KCTPAKTY, U YIAJIAIOT PACTBO-
pUTeb HA POTALIMOHHOM ucriaputeie mo obbema 0,1—0,2 cM?, a 3aTeM cymar Ha
Bosayxe. CyXolf OCTATOK pacTBOPSIOT B 1 cM? #-TeKcaHa U MCIOJIL3YIOT I BBOJA B
xpomatorpad.

6.3.4 JInsa mpoBemeHUsT aHAIMU3a IIPO0G BOOBI C COAEpPXaHMEM IEeCTULIMAOB Goee
mByx IIJJK sKcTpakT He ynapuBarmoT, a, U3MEPUB €ro O0BEM [UIA ITOCIEAYIOIIETO
pacueTa KOHIIEHTpAIIUK, UCIIOIB3YIOT IS BBoAAa B XpoMarorpad.

6.3.5 AHATOTMYHBIM 0Gpa30M TOTOBAT XOJIOCTYIO IIpo6y, Mcronbsya 1000 cm?
MUCTWITAPOBAHHON BOIEI.

7 Ilopsaaok npoBeneHMs] aHAIM3A

7.1 AHainu3 IIPOBOIAT IIPU YCIIOBUAX XpoMarorpahupoBaHus 1o 6.2.

7.2 Tlepem aHAIM30M HCIIBITYEMOM IIPOGHI IIPOBOMAT XpoMaTorpadupoBaHue Xo-
s0cToit Tpo6sr (1—2 MM® 3KcTpakTa 110 6.3.5). BhICOTA IIMKOB WM PacCIUTAHHOE
coIepXaHNe MEIIAIOINX KOMIIOHEHTOB, 3JIIOUPYEMbIX OMHOBPEMEHHO C aHAJIU3UPY-
€MBIMI, HE JOJIKHBI IIPEBBIIIATE 5 % HIKHETO 3HAYCHUS MUAIIa30HA U3MEPEHMI 3THUX
KOMITOHEHTOB.

7.3 14 KOHTPOJIS IPayupOBOYHOTO rpaduka B yCTpOMCTBO WISI BBOLA ITPOOBL
B XpoMartorpacd BBOIAT MHUKPOILITIPHLEM 1 MM® IpagylpoBOYHOIO pacTBOpa IIec-
TULIKUIOB. ECIIM MOydyeHHbIe Pe3yJIbTaThl COBIAAAIOT C IPagyMpOBKOM, TO ITOCIE
BBoma 1—2 MM’ m-TexcaHa (Ut TPOMBIBAHUSA KOJIOHKM) BBOAAT 1 MM OuMIIeH-
HOTO 3KCTpaKTa.

7.4 Ananu3 KaxXmoro 3KCTpakKTa IIPOBOMAT HE MeHee ABYX pa3. MmeHTudukaiuo
IMECTULIUIOB IIPOBOAAT II0 COBIAIEHUIO BPEMEHU yIepKaHUSA, KOTOPOE HE JTOJDKHO
OTIMYATLCH OT YCTAHOBJIEHHOTO IIPU TpamxyupoBKe Gojee yem Ha 1 %.

7.5 g KOMMYECTBEHHOIO aHaIM3a OIPEAEAIOT IUIONamb ITMKOB, HCIIOIb3YS
VHTETPATOp WIM U3MEPSIsa UX BBICOTY JIMHEMKOH. BBICOTY IIMKOB M3MEPAIOT Ha
xpomarorpamMmMe ¢ TouyHOCTBIO 110 0,5 MMm. Ilpu pydHoil 06paGoTKe XpomaTorpamm
MaciTab IIpy PeTUCTPaIliy BRIGUPAIOT TaKUM, YTOOBI BHICOTA ITMKOB ObUIA HE MEHee
l 3 IIMPYHBL 1UarpaMMHOM JIEHTBL.

IIpuwmeuanunue— Ecim KoOHIIEHTpaI[s KOMIIOHEHTA B KCTPaKTe IIPOOBI IPEBHIIACT
0,8 BepxHETO 3HAYCHUS TPAyMPOBOYHOMN XapaKTEPUCTUKK, SKCTPAKT Pa30aBIIsIOT H-TeKCAHOM
B 2—3 pa3a U TTOBTOPSIIOT U3MEPEHMSI.

6 704



T'OCT P 51209—98

8 IIpaBuna o0paboTKH pe3yIbTATOB AHAIN3A

8.1 peHTndukanuo MMKoB HA XpOMAaTOrpaMMax IIPOBOJAT II0 BPEMEHU YAEP-
XKaHUA KOMIIOHEHTOB. OTKIIOHEHVE aOCOIMIOTHOTO BPEMEHHM YAEPKAHUS OT YCTAHOB-
JICHHOTO TIPY TPAaZyMpPOBKe He JMOJDKHO IIpeBbImath 1,5 %, a st OTHOCUTEIBHOTIO
BpeMeHU yaepxXanus — 1 %.

8.2 PaccuuThIBaIOT CpeAHUE 3HAYEHUS BBICOTHI WY IUIOIAAM ITMKOB M BPEMEHU
YIEPKAHUA.

8.3 Ilo rpagynpoBOYHOMY TpadUKy OIPEHENISIOT MAacCy IECTULIMIOB A, MKT, B
AJINKBOTHOM YacTH 3KCTpaKTa, BBEAEHHOM B XpoMarorpad.

8.4 MaccoByl0 KOHLIEHTpAlMIO KaXIOoro M3 IIECTULMIOB B IpobGe Bombl X,
MKT/IM°, OIpeesIIoT o hopMyite

AV, ey

=y

rme A — Macca COOTBETCTBYIOIIETO KOMIIOHEHTA B aJIMKBOTHOM YacTU SKCTPAKTa,
BBEIIEHHOM B XxpoMmaTorpad, MKT;
V, — 06beM aIMKBOTHON YACTU 3KCTPAKTA, BBEAEHHbI B xpomarorpad, am’;
V, — obmuii 06beM 3KCTpaKTa IIpobHL, m3;
V, — 0b6beM IIPOOBI BOLBI, MCIIOIB3yEMBIH UL 3KCTPaKLIMH, 3
R — xosdduLMeHT U3BIeYEHMS, YKa3aHHBIN B Tabiuvie 3.

Taoémruma 3

HawmeHOBaHME TTECTHITHIA Koaddumment ussnedeHuss R
Anpda-I'XUT 0,97
Tamma-I'XIT 0,94

Bera-I'’XIT 0,94
AJBIpUH 0,94
AAT 0,97

A05 0,98
pavIvIt 0,96
TekcaxmopGeH30 0,97
T'enrraxitop 0,96

8.5 Unentnduxaiys 1 pacyeT KOHLEHTPALUHN ITECTUIIUIOB B IIPOGAX MOTYT OBIThH
IIPOBEIEHBI C IIOMOIIBIO IIPOrpaMM 0OpaboTKU XpomaTorpapmyecKux MaHHBIX C
IIpUMeHeEHNEM KOMIIBIOTEPOB, IMOAKITIOUEHHBIX K XpoMaTorpady.

9 JlonmycTMMAas NOrpemHOCTh AHAJIHM3A

9.1 T'paHUIIBI HOITyCKAeMON OTHOCHUTEIBHOW IIOTPENIHOCTU PEe3y/IbTaTOB U3Mepe-
Huit + 30 % 1pu moBepuTeIbHOM BeposTHocT P = 0,95.

9.2 3a pes3yiIbTaT aHaJIM3a IPUHUMAIOT CpeJHeapu(METUIECKOe 3HAYEHHE DPe-
3yJIBTATOB TApAJUIEIBHBIX ONIPEAENIEHUI, €CIIM PACXOXKIEHNE MEXIy HUMW HE IIPEBBI-
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IIAET 3HAYEHUSI HOPMATUBA CXOAMMOCTU d, TIPUBENEHHOrO B Tabiuie 4, IpyU JOBE-
purenbHON BepostHocTH P = (0,95. YncnoBoe 3HaueHUEe pe3yibTaTa OIPEHEIeHUS
JIOJDKHO OKaHYMBAThCS LUGPOI TOTO XXe paspsma, 4To U 3HAYEHHUE TOITyCKAaeMOTO
PACXOXKIEHUS Pe3YIETATOB MMAPAJUIETBHBIX OIIPEeIeICHMIA.

9.3 HopmaTuBbl KOHTpOJISI TOUHOCTY TIpy P = 0,95 1 ymciie u3MepeHuit, paBHOM

2, IIpUBeIEeHEI B Tabiauue 4.

Ta6numa 4

Juanason HopMartuBbl KOHTPOISt TOYHOCTH, %
HaumeHoBaHMe mectuinma MacCOBOM
KOHICHTPAIMIL, |~ e d Bocmpousso- | ITorpenrHocts
MKI/I[M3 A IUMOCTD D K
Anpda-I'XUT, Tamma-TXIIT,
Bera-I'XIT, Anpapun, AAT, 0,1—6,0
AA0, A4, TekcaxmopbeHs3omT 28 42 42
TenTaxiop 0,02—1,2

9.4 KOHTpPOJIb TOYHOCTU U3MEPEHUII IPOBOIAT B COOTBETCTBUU C IIPaBMIIAMU,
M3JI0KEHHBIMU B IIPMWJIOXKEHUM b.

10 ITpaBuaa odopmiaeHHs pe3yJbTATOB AHAIH3A

TTomryyeHHbBIe TaHHBIE aHAIM3a PETUCTPUPYIOT B IIPOTOKOJIAX, B KOTOPBIX YKa3bl-

BaroT:

ITOPAIKOBBIA HOMED IIPOGHI;

JaTy oTéopa IIpoOHl M aHATN3A;
PE3YIIBTAT U3MEPEHMUS KaXIOTO ITeCTUINIA;

(I)aMI/UH/IIO UCIIOJTHUTEIIA.

HpI/I 3TOM DE3YIILTAT USMEPEHMS IIPEACTABIIAIOT B BUIEC:

(X+ A) MKkr/mM3 ipu JoBepUTeNLHON BepoaTHocT P = 0,95,

@

roe X — MaccoBasi KOHLEHTPAIMS IIECTUIIMIA B TIPoGe BOIBI, MKI/AMS;
P — noBepuTeIbHAS BEPOSITHOCTD;
A — rpaHMIla aGCOMIOTHON ITOTPEIIHOCTY, BRIYMCIIsIEMas 110 hopmyse

_ax
T 100°

A

IJe § — OTHOCUTEIbHAS IIOrPENIHOCTh, paBHas 30 %.
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IMPAJTOXEHHUE A
(ctipaBoUHOE)

IToaroroska xpomaTorpapmiecKoii KOJOHKH

CTeKISIHHYIO KOMOHKY JUIMHON 1—2 M M BHYTpPEHHUM AMAMETPOM 3 MM IIpeABapUTEIHHO
MTOCEIOBATEIFHO TIPOMBIBAIOT XPOMOBOM CMECHIO, JUCTIIIMPOBAHHON BOJON, STIIOBBIM
CIIUPTOM W AUATHIOBEIM 3¢dupoM. Tlocite 3Toro ee cymar, BKIAIbIBA0T B KOHEII, IIPUCOCI-
HSIEMBI K ACTeKTOPY, IPOKIAIKY M3 CTCKIOBATHI, 3aIlOTHSIOT COPOCHTOM — XpOMAaTOHOM
NAW DMCS (seprenuem 0,16—0,20 mm) ¢ 5 %-HBIM CHIMKOHOBBIM 31acToMepoM tuiia SE
(SE-30, SE-52 mwmm nomobHbsiM). Macca copbeHTa — 7,5—15 ' B 3aBUCHMOCTH OT JUIMHBI
HUCIIOJB3YyeMOIl KOJIOHKH. 3aTeM €€ YCTaHaBJIMBAIOT B TEPMOCTAT KOJOHOK xpomatorpada.
T'oTOBYI0 KOJOHKY IIpOTPEBAIOT B TEPMOCTaTe XpoMaTorpada B IOTOKE Tra3a-HOCHUTEMS I
yIaneHUs JMeTYIUX COCAMHEHUM, MNPUCOCAWHSIS ONWH KOHeEIl K OMOKYy BBoga IpoOB. Bo
n30eXKaHNe 3arpsI3HEHMST AeTEKTOpa JIPYroi KOHEN KOJIOHKM K JIETEKTOPY He IIPUCOESIUHSIIOT.
Temmieparypy TepMocTata ycTaHaBiaupaioT Ha 25—30 °C BbIIe TeMIIepaTypbl XpoMaTorpadu-

POBAHHUS M [IPOAYBAIOT KOJOHKY Ta30M-HOCHTEIeM B TeueHue 24—48 u [IpH CKOPOCTH asa
50—60 cm?/MuH.

MMPUITOXEHUWE B
(pexoMeHIyeMoe)

IIpaBuia npoBeeHusi KOHTPOJS TOYHOCTH

Bb.1 KonTpoab BOoCHpoH3BOAHMOCTH

b.1.1 KoHTpoJIb BOCIIPOU3BOJIMUMOCTH OCYIECTBIISIIOT ITyTEM CPABHEHUS PE3YIbTATOB KOH-
TPOJBHBIX aHANN30B, TIPOBEACHHBIX Ha OJHON U TOHM Xe Ipobe, BRITOTHECHHBIX 110 OJHOMY U
TOMY K€ METOAY HACTOSIIETO CTaHAApTa Pa3HBIMK WCIIONMHUTESISIMU, HAa Pa3HOM 00OpyaoBa-
HUU, ¢ UCIIOJIB30BAHNEM PeakKTUBOB PasHbIX MapTHil, B pasHOE BPeM:L.

b.1.2 11 KOHTPOIBHBIX aHAIM30B 00bEeM MPOOHI JOJKEH COOTBETCTBOBATH YIBOCHHOMY
00beMy, MPeIyCMOTPEHHOMY METOIOM HACTOSIIIIECTO CTaHmapTa. I1poly IendaT Ha ABe paBHBIC
YACTU W MIPOBOISAT UCHBITAHUS B cooTBeTcTBUU ¢ B.1.1.

B.1.3 PesynpraT KOHTPOISI CUMTAIOT YAOBICTBOPUTEILHBIM IIPU YCIOBUU

D X +X)
|X1—X2|SW-T, (B.1)

e X, X, — pesyiabTaThl aHam3a [Ipobbl, TorydeHHble 110 B.1.1, cooTBeTCTBEHHO, PasHBIMU HC-
HOMHUATENISIMUA, MKI/IIM>;

D — HOPMATHUB BOCIIPOU3BOJAMMOCTH (JIOIIYCKAEMOE PACXOXKICHUE MEXKITY JIBYMS pe-
3yIbTaTaMI aHAIN3a OJHOM M TOM Ke IPOOHI) 10 Tabuuile 4 HACTOSIIETO CTaH-
napra, %.

Ecmm ycmoBue He BBITIOMHSICTCSI, SKCICPUMEHT ITOBTOPSIOT. [Ipy OBTOPHOM TOIYICHUIN
OTPULIATEIBHOTO PE3y/IbTaTa BBIICHSIOT IPUYMHBI, IPUBOIIINAC K HEYIOBICTBOPUTEILHBIM
pe3yabrataM KOHTPOJISI, M YCTPAHSIOT UX.

b.2 KonTpoas norpemHocTa

B.2.1 KOHTpoIb MOTPEITHOCTA BHIIOIHSIIOT METOIOM J00ABOK.
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B.2.2 111 KOHTPOJBHBIX aHATN30B 00BEeM MPOOHI JOJDKEH COOTBETCTBOBATH YIBOCHHOMY
00beMy, TIPeIyCMOTPECHHOMY METOIOM HACTOSIIETO CTaHAapTa.

OToOpaHHBIN 00BEM pealbHON NHPOOBI BOABI IEISAT HA JBE PaBHBIC YACTH, IIEPBYI0 U3
KOTOPBIX aHATU3UPYIOT B TOYHOM COOTBETCTBMHM € METOJOM HACTOSIIErO CTaHaapra, U IOay-
HaT PeE3y/IbTaT aHanmnu3a Ipodsl X, MKr/mm>. Bo BTopyio 4acTh (HETIOCPEICTBEHHO B JIEIUATENb-
HYI0 BOPOHKY IIepe/l SKCTpaKIHeil) BHOCAT A00aBKY MecTUIAa (WIN CMECH TeCTHIIUIOR),
WCIIONB3YS TPayupoBoUHbIe pacTBopbl Wi ['CO MecTUIHIOB, ¢, MKI/IM?, 1 aHATU3UPYIOT B
COOTBETCTBUM C METOJOM HACTOSINETO CTaHJIapTa, IOJydas pe3yJbTaT aHaau3a Hpodbl C
nobaBkoit ¥, Mr/nM>. JobaBKa JoIDKHA coCcTaBIaTh 30 %—100 % obHapyXeHHOTO COIepKa-
Husa X. I1pu HeoOHApYXKEeHNN aHATM3UPYSMOTO KOMIIOHEHTA B MCXOIHON IIpode BOABI 100aBKa
JIOJDKHA B 2—35 pa3 IpeBbINIaTh KOHIICHTPAIINIO, COOTBETCTBYIONIYIO HIDKHEN TpaHUIle Irara-
30HA U3MEPEHUSI.

PesyapTaT KOHTPOIS CYNTAIOT YAOBICTBOPUTEIBHBIM TIPY BBITOTHECHUH YCIOBUST

| Y- X—c|< X, (B.2)

K
100
rie K — HOpMAaTHUB KOHTPOJIS MOTPEITHOCTH, [IPUBE/IEHHBIH B TabHIle 4 HACTOSINETO CTAH-
napra, %.
Eciu ycioBre He BBIIOIHSIETCS, SKCIIEPUMEHT HOBTOPSIOT. IIpy MOBTOPHOM IIONYYEHUN
OTPUIATENBHOTO Pe3yNbTaTa BBIICHSIOT IIPUYMHEL, NPUBOJAININE K HEYIOBICTBOPUTEILHBIM
pesysIbTaTaM KOHTPOJS, ¥ YCTPAHSIOT HX.

OKC 13.060.20 HO09 OKII 01 3100

KinoueBrie ciioBa: rmurhbeBas BOJa, XJIOPOPraHM4YCeCKUE IIECTUNMABI, METOA aHaJI13a,
OIIPEACIICHUC MacCOBOM KOHICHTpANM, ra30XMNIKOCTHAL XpOMaTOI’pa(l)I/IH
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