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FOCYOAPCTBEHHbIAN CTAHOAPT PECMYEJIMKWM BENAPYCb

BOOA NMNTbEBAA
Meton onpeaeneHus coaepxaHUA XNopopraHMUYeCcKUx necTuunaoB
rasoXxmakocTHOM xpomarorpacduen

BAOA MNITHAA
MeTap BbI3Ha4Y3HHA YTPbIMaHHA XropapraHidHbIX NecTbiublaay
rasaBagkacHamn xpomararpadcisan

DRINKING WATER
Method for determination of chlorine-organic pesticides
by gas-liquid chromatography

JOarta BBegeHusn 2002-11-01
1 O6nactb NnpUMeHeHus

Hacroawwn craHgapT ycraHaBnuBaeT MeToA OnpeAeneHuss MacCoBON KOHLEHTPaUMKU XIOPOPraHuyecKkmx
nectuumaoB (anbda-, 6era- n ramma-u3omMepoB rekcaxnopuumknorekcana (FXU), rentaxnopa, 4,4-auxnop-
andbenuntpuxnopatana  (OOT), 4,4-auxnopaudpenunguxnopatuneHa (409), 4,4-guxnopandeHun-
anxrnopataHa (O40), anbapuHa, rekcaxnopbeHsona) ra3oxuakoCcTHON Xpomatorpaduei ¢ MCNoNb30BaHUEM
rasoBoro xpomarorpada ¢ 4eTEeKTOPOM IFIEKTPOHHOIO 3axBaTa B NMMTLEBON BOAE WM BOAE LIEHTPANU30BaHHbIX
CUCTEM NUTLEBOTO BOAOCHAGXEHWS1 B AuManasoHe MacCoBOW KoHueHTpauun ot 0,1 ao 6,0 MKF//J,M3 (ana
rentaxmnopa ot 0,02 fo 1,2 MKr/am>).

MeToa OCHOBaAH Ha 9KCTPAKUMU XINOPOPraHUYECKMX NeCTULUuaoB M3 NPoObl BOALI H-TEKCAHOM, OUYUCTKE
JKCTpakTa, xpomarorpadduyeckom pasgeneHuum Ha KanunnsipHOW KOMOHKE WnM HaOWBHOM KOMOHKE, C
dMKCMPOBAHMEM MOCNEA0BATENbHO BbIXOASALMX KOMMNOHEHTOB [ETEeKTOPOM 9MEeKTPOHHOro 3axeata C
naeHTudukaumuen KOMNOHEHTOB NO BPEMEHW YAepXKaHUsi U pacHETOM MaCCOBOW KOHLEHTpaumu necTuumaos.

MeToa MOXeET ObITb UCNONL30BaH AN Lene cepTudnkauun.

2 HopmaTuBHbIe CCLINTKN

B HacTosiLeM cTaHAapTe MCNonb30BaHbl CCbINKW Ha crneayoLime cTaHaapThl:

FOCT 1770-74 (NCO 1042-83, NCO 4788-80) MNMocyaa mepHasa naboparopHasa creknaHHas. LunuHapel,
MEH3YpPKM, konbbl, Npobupkn. OBLIMe TEXHUYECKUE YCNOBUS

FOCT 4166-76 Peaktusbl. HaTpuin cepHokucnbli. TexHuyeckue ycrnosus

FOCT 4204-77 Peaktuebl. Kucnorta cepHas. TexHu4eckne ycnosus

FOCT 5962-67 CnupT 9TUIMOBbIN PEKTUPUKOBAHHbLIN. TEXHUYECKUE YCNOBUSA

FOCT 6709-72 Boga guctunnupoBaHHas. TexXHU4YEeCKMe yCroBus

FOCT 9293-74 (MCO 2435-73) A30T razoo6pasHblit U XUaKUi. TeXHUYECKNe yCroBusi

FOCT 23932-90 lMNocyaa n o6opyaosaHne nabopatopHble CTEKNAHHbIE. OBLUME TEXHUYECKUE YCIOBUS

FOCT 24104-88 Becbl nabopatopHble 06Lero HasHavyeHus u obpasuosble. ObLIME TEXHUYECKUE YCNOBUS

FOCT 24481-80 Boga nutbeBasi. Otéop npob

FOCT 25336-82 NMocyaa n obopygosaHme nabopaTtopHble CTEeKNsHHbIE. TUMbl, OCHOBHbIE NAPaMeTPbl U
pasmMepbl

FOCT 29227-91 (NCO 835-1-81) Mocyna nabopaTtopHas CTeknaHHas. [uneTku rpaayupoBaHHble. Yactb 1.
Obwyme TpeboBaHus

3 CokpalueHus

33 — petekTop SNEeKTPOHHOro 3axeaTa

CO — rocyaapcCTBEHHbIN CTaHAaPTHLIN 0bpasel cocTaBa BELLECTBA UMK pacTeopa
XL — rekcaxnopumknorekcan

OAOT — 4,4'-apuxnopaneHnnTpuxnopataH

003 - 4,4'-auxnopaneHnnanxnopaTuneH

0Aan - 4.4'-auxnopaudpeHnnanxnoparan

MAK — npegensHO 4onycTumMas KOHUEeHTpauus

M3gaHue oduumansHoe
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4 CpepctBa U3SMepeHui, BCroMmorarensHoe o6opyaoBaHue, peakTuBbl

[asoBbIi xpomarorpadd C AETEKTOPOM 3NeKTPOHHOro 3axsata (033), ycTponcTBoM Ansi paboTbl C
KBapLUEBbIMU KanNUMSAPHbIMU KONMOHKAMK ANUHON 25 — 50 M 1 BHYTpeHHUM anameTtpom ot 0,25 o 0,50 mm,
B
Ka4yecTBe HenoABWXKHONW a3kl UCNONL3YIOT CUMMKOHOBLIE anactoMepsl Tuna SE (Hanpumep, SE-30, SE-52,
SE-54) TonwumHOM NneHkn He meHee 0,5 MKM.

JonyckaeTcs NpUMEHeHWe CTEKNMAHHbIX HaOUBHLIX XpPOMaTorpauyeCckux KOMOHOK C MUHWMAMNbHBLIM
YMCNOM TeopeTuyeckux Tapenok — 1450.

lMoaroToBKa KOMOHKN NPUBEAEHA B MPUNOXEHUN A.

Mukpowwnpuubsl MLL-10, MLU-1 BMecTuMocCTbi0 10 1 1 MM® UMK aHAMOTUYHBIE.

Becbl nabopatopHble 06LLEero HasHauYeHusi 2-ro Kracca TOYHOCTU ¢ HanbonbLUMM NpeaenoM B3BeLUMBaHUSA
200 r no FOCT 24104.

Kon6bl MepHble ¢ npuTepTbiMu Npobkamu BMeCTI/IMOCTblO 100 cm® no FOCT 1770.

LmnuHapbl mepHble BMectumMocTbio 100, 500, 1000 cm® no FOCT 1770.

JluHenka nameputenosHaa metannuyeckas, amanasoH (0 — 250) mm.

PoTtauunoHHbIn ucnaputens nioboro Tuna.

BopoHku aenuTtensHble BMecTuMocTbio 100, 1000 om®.

Mocyna naGopaTtopHas CTEKNSAHHAs MO rOCT 25336.

MpoBupKM rpaaynpoBaHHbIe BMECTUMOCTbIO 5, 10 cm® no FOCT 1770.

MuneTkn rpagympoBaHHbIe BMECTUMOCTBIO 1, 2, 5, 10 cm® no FOCT 29227.

ByTbINM n3 cTekrna BMEeCTUMOCTbIO 1000 — 2000 oM’ Anst 0T60pa 1 XpaHenns npo6 no FOCT 23932.

H-TeKcaH, 4. 4. a.

Hatpus cyan)aT 6e3B0aHbIiA, Y., N0 FTOCT 4166.

Kncnota cepHada no FOCT 4204, x. u.

Bymara nHgukaTtopHasa ans koHTponsi pH.

CnuMpT 3TMNOBBLIN pekTUdULMpoBaHHbI no MOCT 5962.

Boaa auctunnuposanHas no MOCT 6709.

A30T razoobpasHbiit 0coboi unctoTel no FOCT 9293.

Anbda-MXUr, He meHee 90 % ocHoBHOro Bewecrsa unu MCO.

Beta-IXUr, He meHee 90 % ocHoBHOro sewecrsa unu NrCO.

Famma-MFXUr, He meHee 90 % ocHoBHOro Bewecrsa unu CO.

AnbapuvH, He meHee 90 % ocHoBHOro Bellecrtsa unu FCO.

00T, He meHee 90 % ocHoBHOro Bewectsa unu NCO.

ann, He meHee 90 % ocHoBHoOro Bellectsa unu MCO.

009, He meHee 90 % ocHoBHOro BewecTsa unu MCO.

lekcaxnop6eHson, He meHee 90 % OCHOBHOTO BewecTsa unu MCO.

lentaxnop, He MeHee 90 % ocHoBHOro BellecTsa unu MCO.

5 Ot6op npob

Mpo6bl NuTLEBON BOALI 0TOMpatoT no FOCT 24481.

OBbem npobbl BOAb! AMs ONpeaerneHnsi MaccoBOM KOHLIEHTPALMMU NECTULMAIOB A0SDKEH BbiTb HE MeHee 1 M.

Cpok xpaHeHus npoGbl OT MOMeHTa oTOopa Npobbl 4O NPOBEASHUS U3MEPEHUI HE AOMKEH NPEBbLILLATb
1 CyT, NpU XpaHEHUU B XONOAUINbHUKE Npu 4 °C 2 cyT.

MpoGbl kOHCEPBUPYIOT AoGaBneHuem 5 cM® H-rekcaHa Ha 1 AM° BOAbI. CpoOK XpaHeHUs KOHCePBUPOBAHHOM
npoBbl — 10 5 cyT.

6 MopsaoK NOAroTOBKU K NPOBeAEeHUI0 aHanusa
6.1 MNoaroToBKy XpomaTorpaca NnpoBoAAT B COOTBETCTBUM C PYKOBOACTBOM NO €ro 3KCnnyaTauum.

6.2 N'pagyupoBka xpomartorpada

MpagyupoBKy xpomatorpada npu paboTe C KanunnspHbIMU KONOHKaMK MPOBOAAT NPU CREAYIOLMX
pexxumax xpomatoroadupoBaHus.
TemnepaTtypa getekropa — 270 — 290 °C, ucnapurtens — 230 °C.
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[ByxcTyneH4yaToe nporpaMMmMpoBaHue TeMmnepaTypbl:

— Ha4vanbHas TeMmnepartypa KonoHkn — 150 °C, BpemMsa aHanusa npu aTon Temneparype — 2 MuH;

— CKOPOCTb NOBbILLEHUS TemnepaTypbl — 5 °C/MuH;

— KOHeYHasa TeMmneparypa KonoHkn — 250 °C;

— BpeMsi NoAAepXKaHUsi KOHEYHON TeMnepaTypbl — 6 MUH.

CKOpOCTb NPOX0XAEeHUA ra3a-HocuTena (asorta) yepes KOJ'IOHKy -1 =2 cM*/MUH.

CKOpOCTb NOTOKA rasa-HoCuTeNs Ha c6poce 38 — 39 cM*/MUH.

CkopocTtb rasa-nogayea B 193 — 40 cm 3/MUH.

O6bem BBOAMMOIH B XpomaTorpac npobbl — 1 Mm°.

pagyupoBky xpomarorpad)a ¢ HabuBHbLIMU CTEKNAHHBIMU KOMIOHKamMu NPOBOAAT NPU CNEAYIOLUX YCNOBUAX
XpomarorpacumpoBaHus:

— TeMnepaTtypa TepMocTaTa KOMOHOK, p,eTeKTopa n ucnaputena 190, 240 n 230 °C COOTBETCTBEHHO;

— CKOPOCTb rasa-HocuTens yepes KonoHky 40 cm 3/MuH.

6.2.1 [MpuroToBneHue rpagynpoBaHHbIX PacTBOPOB

6.2.1.1 VicxogHble pacTBOPbI KaXAoro necrtuyuaa rotoBat 06beMHO-MacCoBbIM METOAOM, UCMONb3yA
YuCTble XumMuyeckue Bewectea wunmm CO B cneaylowen nocrneaoBaTenbHOCTU:  OTOMpaloT Ha
npeaBapuTensHO B3BeI.IJeHHbIe YyacoBble CcTekna HaBeCKy 10 Mr necrtuumpa, NEpeHoCAT B MEpHyK Konby
BMECTUMOCTbI0 100 oM’ , pacteopsitor B 10 — 15 oM’ H-TekcaHa, [OBOAAT A0 METKW H-TeKCaHOM Tak, YToObI
HWXHUI Kpan
MEHMCKA Kacancs BepxHero Kpaa MeTkn konbbl. KoHUeHTpauua nonydeHHoro pacreopa — 100 MKkr/cm®. 3aTem
OTGMPAIOT NUNETKOI No 1 CM° paCTBopa JaHHON KOHLEHTpaLuM U3 BCEX MEPHbIX KOMO, Kpome KOJ'I6bI c renTa-
Xnopom (M3 Hee otoupatot 0,2 oM’ pacTBopa), NepeHOCAT B MEPHYI0 konby BMeCcTumocTbio 100 oM’ p,osonm
[0 METKM H-TEKCAHOM. KOHueHTpauvm Kaxgoro M3 nectuuuaoB B WCXOQHOM pacTeBope — 1 MKr/cM®
(rentaxnopa — 0,2 MKr/cMm ) PactBopbl NpuroAHel AN UCNOMbL30BaHUS B T@YEHUE 2 MEC NPU XPaHeHuu npu 4
°C.

6.2.1.2 NpagynpoBOYHbIE PACTBOPbI rOTOBFIT pasbaBneHnem UCXoAHOro pacreopa no 6.2.1.1: B npobupky
C MpUTEpPTON NpPOOKOW BMECTUMOCTbIO 10 CM® BHOCSIT OMpefeneHHble 00beMbl MCXOAHOT0 pacTBopa MU
pacTBoputens (H-rekcaHa), npuseaeHHble B Tabnuue 1.

Tabnuua 1
KoHueHTpauus KOMMOHeHTa B rpaZyMpoBOYHOM pacTBope npu
obbeme UCXOAHOro pacTBopa, CM3,
1 | 1 | 1 05
HanmeHoBaHWe KOMMOHEHTa B 3
FpaAyMpoBOYHbIX pacTBopax obreme pacTBOpUTENA H-TeKCaHa, CM™,
- | 1 | 9 9,5
HOMep rpagympoBO4YHOro pacteopa
1 (ncxoaHbIN) 2 3 4
Anba-rxur 1 0,5 0,1 0,05
Beta-rxXyr 1 0,5 0,1 0,05
ramma-rxyr 1 0,5 0,1 0,05
AnbapuH 1 0,5 0,1 0,05
onr 1 0,5 0,1 0,05
anos 1 0,5 0,1 0,05
ann 1 0,5 0,1 0,05
ekcaxnop6beH3on 1 0,5 0.1 0,05
lentaxnop 0,2 0,1 0,02 0,01

pagynpoOBOYHbIE PACTBOPbI XPAHSIT B COCyAe C NPUTEPTON NpobKoW npu Temnepartype He Bbiwe 4 °C
He Oomnee 1 Mec CO AHSA NPUrOTOBMNEHUS.

6.2.2 [lonyckaetca npoBOAUTL rPagyupPOBKY HE MEHeEe YeM NO YEeTbIPEM pacTBOPaM APYrMX KOHLEHTpaUuii,
BXOZSILLMM B AUANa3oHbl MacCOBbIX KOHLEHTPALMIA KOHKPETHOTO NeCTULMAA, KOTOPbIE NpUBEAEHbI B Tabnuue 2.
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Tabnuuya 2
HanMeHoBaHWe KOMMNOHEHTa B KOHLeHTpaLuy rpagyMpoBOYHbLIX pacTBOPOB,
rpadyMpOBOYHLIX pacTBopax MKr/cm®
Anbda-rxXur Ot 0,05 po 1,5 Bknou.
Famma-rXur »0,06 » 1,2 »
Beta-MXur »0,05 » 1,0 »
AnbApwvH »0,03 » 1.0 »
anT »0,06 » 1,0 »
anos »0,06 » 1,2 »
ann »0,05 » 1,5 »
[ekcaxnop6eHson »0,05 » 10 »
entaxnop » 0,01 » 1,0 »

6.2.3 [Ina onpeaeneHuss abCconioTHOrO BPEMEHW YAEpXaHusi, HEOOX0AMMOro Ana uaeHTudukaummn
necTuuuaoB, NPOBOASIT HE MeHee 5 aHanmM30B rpagyMpoBOYHbIX PACTBOPOB. PaccunTbIBaOT cpeaHee Bpems
yaepxXaHua Ansi Kaxaoro KOMMOHEHTa U CpefHee KBagpaTuveckoe OTKMOHEeHUe, OTHOCUTENbHOE 3Ha4YeHue
KOTOpPOro AOMKHO ObITb He 6Gonee 0,5 %. lMpeBbllieHMe 9TOro Mmokasatens ykasblBaeT Ha HapylueHue
npoueaypbl XxpoMatorpaduyeckoro aHanusa.

OTHOCUTENBHOE BPEMA yAEPXKaHUA ANA KaXAOro KOMMOHEHTa ONpeaensioT, BbIMMCASAA OTHOLWEHue
abCconoTHOrO BpeMEeHN YaepkaHusi ero kK abCosIloTHOMY BPEMEHU yaep>XaHWs anbapuHa.

B yctponcteo ans Beoga npobbl B XxpoMatorpad BBOAAT MUKpoLNpuuem no 1 MM rpaaympoBOYHbIX
pacTBOpPOB NECTULMAOB B MOPSAAKE BO3PACTAHUSA KOHLUEHTPaLUUi KOMMOHEHTOB. Kaxabii U3 rpagyupoBOYHbIX
pacTBOPOB XpoMaTorpadupyioT He MeHee Tpex pa3. M3amepsioT BpeMs yaepxaHua aHanu3upyeMbix BeLIeCTB,
COOTBETCTBYIOLLEE Ha XpoOMaTorpaMMme pacCTOSIHUIO OT MOMeHTa BBoga npobObl A0 nepneHaukynapa,
OMYLLEHHOTO M3 BEPLUMHbI MMKa KaX4oro nectuuuaa Ao nepeceyeHusi ¢ 6a3oBovi NUHUEN, U PACCUUTLIBAIOT
cpefHee 3HavyeHue nnowaamn (Mnu BbICOThI) XpoMaTorpacu4eckux NUKOB.

6.2.4 MNpy NoCTpoeHnKU rpagympoBOMHOrO rpadpuka OTKNaAbLIBAIOT MO OCU OPAMHAT CpeHME 3Ha4yeHus
nnowagen (Mnu BbICOT) MUKOB, a MO OCM abCUMCC — MacCy KOMMOHEHTA (B MKI) B arMKBOTHOW 4acTw,
BBEJEHHOW B KOMOHKY, KOTOPYIO HaXOAAT, YMHOXaA 3HA4YeHWEe KOHLUEHTPALUM KOHKPETHOro necrtuuupa B
COOTBETCTBYIOLLIEM TPaAyupPOBOYHOM pacTBope Ha o6beM pacTeopa, BBOAMMOro B xpomatorpad (1 MMS).
MonyyeHHas 3aBMCUMOCTb A0SDKHA ObiTb NMUHEWHON C MaKCUMAsbHbIM OTKIMOHEHUEM, He npeBbiwalowmM 7 %.
Paboune rpagympoBOYHbIE XapaKTEPUCTUKN MPOBEPAIOT Kaxablh pabGouyuit AeHb nyteM aHanu3a 1 — 2
aTTeCcTOBaHHbIX PacTBOPOB. ECnu nony4aemble pe3ynbTaTbl OTANMYAIOTCA OT rpaaympoBku 6onee 4yem Ha 25
%, rpagympoBKy NPOBOAST 3aHOBO, UCNONb3ysl CBEXENPUTOTOBMEHHbIE aTTECTOBAHHbLIE PACTBOPLI.

6.3 NogroToBka Npoobl K aHaANN3y

6.3.1 IlabopatopHyio nocyay oO0pabGatbiBalOT XPOMOBOW CMECbIO, OMONMAaCcKUBAIOT MNOCNEeAOBaTENbHO
BOAONPOBOAHON U AUCTUINIUPOBAHHOW BOAON U BbiCYLUMBAIOT Npu Temnepatype 120 — 150 °C.

6.3.2 MMpoby Boabl 06bemom 1000 cm® MOMeWAlOT B AENUTENbHYIO BOPOHKY, AoGaBnsioT 30 cM
H-TeKCaHa W 3HEepruyHO BCTPAXUBAIOT B TeueHne 3 MuH. Mpu o6pa3oBaHuM SMYNMbCUKU NPU IKCTPaKLUK K
cmecu A00aBnAT HEOONbLWOE KONUYECTBO 3TUNOBOTO cnupta. Mocne paccnoenus a3 rekCaHoBbLIN Crow
CNMBAIOT B KOHMYECKYIO KONOy, a ¢ BOAHON (hpakumel NOBTOPAIOT 3KCTPAKUUIO C HOBOW nopuuen 20 ¢m
H-TekcaHa ewle ABaXAbl. DKCTPaKTbl 00bEAUHAIOT.

6.3.3 SkcTpakT, NonyYeHHbl B COOTBETCTBUM C 6.3.2, NEPEHOCAT B AENUTENBHYIO BOPOHKY BMECTUMOCTLIO
100 oM’ u npunuBaiotr 10 cm’ CEpPHOW KUCMOTbI, HACBILWEHHOW Ge3BOAHLIM CEPHOKUCHNLIM HATpUEM, U
OCTOPOXHO BCTpsAXuUBAIOT. OTAENAIOT HWXKHUIA CNOI M NOBTOPAIOT 06paboTKy A0 TEX NOp, NOKa KMCIoTa He
ctaHeT 6ecuBeTHON. OUYULLEHHbIN FEKCAHOBLIN 9KCTPAKT NPOMbIBAIOT B A€NUTENBbHOW BOPOHKE HECKOMLKUMU
nopumsamu (okono 10 cM>) AUCTUNNUPOBAHHOI BOABI 0 HENTPaNbHON PeakLUu NPOMBIBHBIX BOJ. SKCTPAKT
CNUBAIOT Yepe3 BOPOHKY C 6e3B0AHbIM Cynb(aToM HATPUS, ONONACKUBAIOT AENUTENbHYIO BOPOHKY HEGOMbLUMM
KONUYECTBOM H-TE€KCaHa, NMPUCOEANHAS €ro K 00beAMHEeHHOMY 9KCTPAKTy, U yAansiloT pacTBOPUTENb HA
poTauuMoHHOM ucnapurtene ao o6vema 0,1 — 0,2 cm , a 3aTem cywwaT Ha Bo3ayxe. Cyxoi OCTaTOK pacTBOPSIIOT
B 1 CM> H-TeKkcaHa u Mcnonb3yloT ANa BBOAA B XpoMaTorpad.
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6.3.4 Ina npoBeaeHus aHanu3a npob BOAbI C coaepxaHuem nectuumuaoe 6onee 2-x MAOK akcTpakT He
ynapuBealoT, a, usmepuB €ro oobem Ans nocrneayloLero pacyera KOHUEeHTpauum, Ucnonb3yioT AnA BBOAA B

xpomarorpad.
6.3.5 AHanornyHbIM 06pa3oM roTOBAT XONOCTYIO Npody, ucnonb3ya 1000 om® ANCTUNNNPOBAHHOW BOAbI.

7 Nopsaok npoBegeHUA aHanusa

7.1 AHanus npoBOAAT NPU YCNOBUAX XpOMaTorpacdmposaHus no 6.2.

7.2 lNepen aHanNM30M UCTILITLIBAEMOI NPOGLI NPOBOAAT XPOMAaTorpachupoBaHme XonocTon npodel (1 — 2 MM
aKcTpakra no 6.3.5). BbicoTa NMKOB MM paccyMTaHHOE COAEMKAHME MELLAIOWMX KOMMNOHEHTOB, 3MIoUpyembiX
OHOBPEMEHHO C aHaNMU3MPYEMbIMU, HE JOMKHbI MPEBLILATL 5 % HWKHEr0 3HA4YEeHUs AMana3oHa U3MepeHun
9TUX KOMMOHEHTOB.

7.3 [inA KOHTPONA rpagyMpoBOYHOrO rpaduka B yCTPOMCTBO Ansi BBOAA NpoObl B XxpoMartorpad BBoaAT
MUKpoLLNpuuemM 1 MM rpagympoBOYHOTO pacnaopa nectuyuaoB. Ecnu nony4yeHHble pesyanaTbl cosnagaior
C rpaJyMpOBKOIA, TO Nocne BBoga 1 — 2 MM® H-rekcaHa (Ans NpoMbIBaHUs KONOHKK), BBOAAT 1 MM’ OYMLLIEHHOTO
aKCTpakKTa.

7.4 AHanus Ka)aoro aKcTpakTa npoBoAAT He MeHee ABYX pas. MiaeHTudukaumio necTuumaos NPoBOAAT
no COBMaJEeHN0 BPEMEHN YAEPXaHUS, KOTOPOE HE AOSHKHO OTNUYATLCA OT YCTAHOBMEHHOTO NPU rpaayupoBke
oonee yeM Ha 1 %.

7.5 1N KONMMYECTBEHHOTO aHanu3a onpeaensioT Nowaab NUKOB, UCNOMb3YA UHTErpaTop UNKU N3MepPaa
WX BbICOTY JIMHEWKOW. BbICOTY MUKOB M3MEPAIOT HA Xpomarorpamme C TOYHOCTbIO A0 0,5 mm. Mpu pydHON
o6pa60T|<e XpoMatorpamm Macutab npu perucTpaummu BbiGMPaOT Takum, 4TOObLI BbICOTA NUKOB Obina He
MeHee '/5 LUIMPUHBI ANarpaMMHOIi NIEHTbI.

MpumMeyaHne — Ecnu KOHUEHTpauus KOMMOHEeHTa B 3KCTpakTe npobbl npesblwaeT 0,8 OT BepxHEro 3Ha4deHwus

rpa,qymposquoﬁ XapakKTepUCTUKN, SIKCTPaKT paaSaanﬂrOT H-TekcaHoM B 2 — 3 pasa U NOBTOPAKT U3AMepPEeHUA.

8 MNMpaBuna o6paboTkun pe3ynbTaToB aHanNu3a

8.1 NaeHTudukaumio nukos Ha xpomaTtorpammax npoBOAAT MO BPEMEHU YAEPXKAHWS KOMMNOHEHTOB.
OTKnoHeHne abConoTHOTO BPEMEHU YAEpXaHusi OT YCTAHOBIIEHHOTO MpU [PajyuMpoOBKE HeE [AOIDKHO
npesbiwaTtb 1,5 %, a AnNA 0OTHOCUTENLHOTO BpeMeHu yaepxauusa — 1 %.

8.2 PaccunTbiBalOT cpegHue 3Ha4yeHMs BbICOTbI MM NAOLAAN NMUKOB U BPEMEHU yaEepXKaHus.

8.3 lMo rpaaynpoBoYHOMY rpaduKy OonpeaensioT Maccy nectuuuaoB A, MKM, B anUKBOTHOM 4acTu
9KCTpaKTa, BBEAEHHON B XpoMartorpad.

8.4 MaccoByo KOHUEHTpauu Kaxgoro u3 nectuumaoB B npobe Boabl X, MKr/am>, onpeaensalnT no
dopmyne

X = _AY, , 1
V,\V,R
rae A — macca COOTBETCTBYIOLLErO KOMMOHEHTA B anuMKBOTHOM 4acTW 9KCTPaKTa, BBEAEHHOW B
Xpomartorpady, MKr;
Vi — 06beM anuMKBOTHOW YacTu SKCTPaKTa, BBEAEHHbIW B XxpoMatorpad, ,qM
V, — 06LuMii 0GBEM SKCTPaKTA MpoGbl, AM':
V3 — 06beM nNpo6bl BOAbI, NCNONb3YEMON AN IKCTPaKLUMK, AM
R — ko3achbduLMEHT U3BNEYEHUS, YKa3aHHbIl B Tabnuue 3.
8.5 VgeHTudumkaumst 1 pacyeT KOHLEHTpauui nectuumaos B npo6ax MoryT GbiTb NPOBEAEHbI C MOMOLLILIO
nporpaMMm 06paboTkn xpomaTtorpapuyeckux AaHHbIX C MNPUMEHEHMEM KOMNLIOTEPOB, NOAKMIOYEHHBLIX K
XpomaTtorpady.

Tabnuua 3
HanMeHoBaHuWe nectuyuga KoadhpuumeHT nssnedenmna R
Anbcpa-MXur 0,97
Famma-rXur 0,94
beta-rXur 0,94




CTB IrOCT P 51209-2001

OkoH4aHue Tabnuybl 3

HaumeHoBaHue necrtuynaa

KoathdpuumeHT nssneveHus R

AnbapuH
paligy
nns
ann

ekcaxnopbeHson
[enTaxnop

0,94
0,97
0,98
0,96
0,97
0,96

9 lonycTtuMas NorpewHocTb aHanusa

9.1 [paHuubl AONYCKaemoW OTHOCUTENbHOW MOrpeLlHOCTU pesynbTaToB usmepeHun + 30 % npu

BepoATHOCTM P =0,95.

9.2 3a pesynbTaT aHanusa nNpUHUMAlOT cpegHee apudMeTM4ecKoe pesynbTaToB napanfenbHbIX
OMpeaeneHuin, ecrnu pacxoXaeHue Mexay HMMU He MpeBblllaeT 3HAYeHus HopmaTuea CXoAuMOCTM d,
npuBeaeHHOro B Tabnuue 4, npu BepoATHoCcTM P = 0,95. YucnoBoe 3HavyeHue pesynbtata onpeaeneHusi
JOMKHO OKaHYMBaTLCA LMAIPOI TOrO XKe paspsaa, YTo U 3HaYeHUe AONYCKAaeMOro pPacxoXaeHusa pesynbLTaTtoB

napannenbHbIX onpeaerneHuii.

9.3 HopMaTtuBsbl KOHTPONSt TOMHOCTM Npu P = 0,95 1 uncne naMepeHunii, paBHoM 2, npueeaeHbl B Tabnuue 4.

Tabnuua 4

[vnana3oH MaccoBoi

HopmaTuBbl KOHTPONA TOMHOCTU, %

H
aunMeHoBaHue nectuuna KOHl.|[\/|e|;;l"q[()'aL{VII/IY CXOHMMOCTb d BOC”POM:BDOAMMOCT norpeLUHOCTb P
Anbpa-rXur, Famma-rxur,
Beta-rXUT, Anbapud, OAT, 01-6,0
Aan, oa3, MekcaxnopGexson 28 42 42
MenTaxnop 0,02-1,2

9.4 KOHTPONMb TOYHOCTM M3MEPEHWH NPOBOAAT B COOTBETCTBMM C MPaBUNAMU, W3MOXEHHLIMU B

npunoxexHum b.

10 MNMpaBuna ocopMneHns pe3ynbLTaToB aHanNu3a

Mony4yeHHbIe AaHHbIE aHanu3a perncTpupyloT B NPOTOKONAX, B KOTOPbLIX YKa3bIBaIOT:
— NOPSAKOBbIN HOMEP NPOoDbbI;

— paty ot6opa npobbl M aHanu3a;

— pes3ynbTaT U3MEpEHUs KAXKAOro necTuuuaa;

— (hamunuio ucnonHuTens.

Mpu aTOM pe3ynbTaT u3MepeHns NpeacTaBnAioT B BUAE:
XtA) mKr/am® npu BepoaTHocTn P = 0,95,

rae X — MaccoBasi KOHLEHTPaLMs NecTuuuaa B npobe Boabl, MKr/am®,

P — BEpOATHOCTD,

A - rpanuya abconioTHOW NOrpPeWwHOCTH, Bbluucnsemas no opmyne

5x
100’

rae & — OTHOCUTENbHAA NOrPeLHOCTL, paBHaa 30 %.

@

)
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MpunoxeHue A
(cnpaBoyHoe)

MoaroTtoBka xpomartorpadmyeckomn KOSTOHKHU

CTEKNAHHYIO KOMOHKY AfMMHOW 1 — 2 M W BHYTPEHHUM AMaMETPOM 3 MM MpeaBapUTENbHO
nocneaoBaTenbHO MPOMbIBAIOT XPOMOBOW CMECHIO, AUCTUNIIMPOBAHHOW BOAOW, 9TUMOBLIM CNMPTOM, 3aTem
anaTunosbiM 3dpupom. locne 3Toro He CyllaT, BKNAaAblBAlOT B KOHEL, NPUCOEAMHAEMbI K AETEeKTopy,
NpoKnaaky U3 CTeknoBaTbl, 3anonHAT copbeHToM — xpomatoHoM NAW DMCS (3epHeHnem 0,16 — 0,20 mm)
C 5 %-HbIM CUNMMKOHOBLIM 3nactoMmepom Tuna SE (SE-30, SE-52 unun noaobHbiv). Macca copbernta — 7,5 - 15
r B 3aBMCMMOCTWU OT ANMHbI WUCMOMb3YEMOW KOMOHKW. 3aTeM ee yCTaHaBnuBalT B TEPMOCTAT KOMOHOK
Xxpomartorpadpa. F0TOBYK KONMOHKY NPOrpeBalT B TepMOCTaTe Xxpomarorpadgpa B MOTOKE ra3a-HocuTens Ans
yaaneHua neTtyuyux COeAUHeHWW, NPUCcoeauHAA OAMH KoHeu k ©Onoky BBoga npobbl. Bo wusbexanue
3arpasHeHus Jetekropa apyron
KOHeL, KONOHKM K AETEKTOPY He MPUCOeanHAIT. Temnepatypy TepmocTara ycraHaesnueatoT Ha 25 — 30 °C
BbiLLIE TEMNepaTypbl XpoMaTorpadoMpoBaHua u NpPoAyBalOT KOMOHKY ra3oM-HOCUTENEM B TeveHue 24 — 48 4
MpW CKOPOCTH ras3a 50 — 60 CM°/MUH.
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MpunoxeHue b
(pekomeHpyemoe)

MpaBuna npoBeaeHUA KOHTPONA TOYHOCTU

5.1 KoHTponb BOCNPOU3BOAUMOCTH

5.1.1 KoHTpone BOCNPOM3BOAMMOCTU OCYLLECTBAAIOT MYTEM CPaBHEHUA PEe3yfnbTaTOB KOHTPOSbHbLIX
aHanu3oB, NPOBEAEHHbIX HA OAHOMW U TOW e NpoBe, BbINONIHEHHbIX N0 OAHOMY M TOMY YK€ METOAY HACTOALLErO
cTaHgapTa pasHbiMU WUCMOJHMTENSIMU, HA Pa3HOM 00OPYyAOBAHUU, C UCMONMb30BAHUEM PEAKTUBOB Pa3HbIX
napTuin, B pa3HOE BPEMS.

B.1.2. [Ina KOHTPONbHbIX aHanu3oB 06beM Npobbl AOMMKEH COOTBETCTBOBAaTb YABOEHHOMY OOBbEMYy,
npeaycCMOTPEHHOMY METOAOM HacToswero crtaHgapra. Mpoby AensT Ha ABe paBHbIE 4YacTW U MPOBOAAT
UCNbITaHUs B COOTBETCTBUM C B.1.1.

B.1.3 Pe3ynbTaT KOHTPONA CYUTAIOT YA 0BMETBOPUTENbHBLIM NPU YCNOBUU

D (X +X)
100 2

rae X;, X, — pesynbTatbl aHanu3a npobbl, nomny4eHHble no bB.1.1, COOTBETCTBEHHO, pa3HbIMM
WUCMONHUTENSAMMN, MKF/,D,M3;
D - HopMaTuB BOCMPOU3BOAMMOCTU (ONyCKaeMoe pacxoxaeHue mexay AByMs pesynbratamu
aHanu3a ogHoM 1 To e NpoGbl) N0 Tabnuue 4 HacToswero craHaapTa, %.
Ecnu ycnoeue He BbINOMHAETCA, 9KCNEPUMEHT NOBTOPSAIOT. [P NOBTOPHOM MOSTyYEHUM OTpULIATENLHOIO
pesynbTaTta BbIAICHAT MNPUYUHLI, NPUBOAALUME K HEYAOBNETBOPUTENbHLIM pe3ynbTataM KOHTPOnNs, U
YCTPaHAT UX.

X, - X,| < , (B.1)

5.2 KoHTponb norpewHocTu

B5.2.1 KOHTPOnb NOrpeLLuHOCTM BbIMOSHSOT METOA0M A06aBOK.

B.2.2 [ns KOHTPOMbHbIX aHanu3oB 0O6beM npobbl AOMKEH COOTBETCTBOBATb YABOEHHOMY OOLEMY,
npeaycMoTpeHHOMY METOA0M HACTOALLEero craHaapra.

OTo0paHHbIii 06beM peanbHOW NpoObl BOABI AENSAT HA ABE PAaBHbIE 4acTu, NEPBYIO U3 KOTOPbIX
aHanuM3upylT B TOYHOM COOTBETCTBMM C METOAOM HACTOSALLEro cTaHgapTa, U NonyyaioT pesynbTaT aHanusa
npobbl X, MKr/p,M3. Bo BTOpYO YacTb (HENOCPEACTBEHHO B AENUTENLHYK BOPOHKY Nepen aKCTpakumuen) BHOCAT
nobaeky nectuumuaa (Mnm cMecy nNecTuuuaoB), UCNOMb3ys rpaayMpoBOYHbIe pacTeopbl unu MCO necTuumnaos,
C, MKF/,EI,M3, M aHanu3upyloT B COOTBETCTBMU C METOAOM HACTOALLEro ctaHaapTa, nonyyas pesynbTar aHanusa
npoObbl ¢ fobaBkon Y, mkr/am®. [lo6aBka AormKkHa cocTaBnsTh 30 — 100 % oT 0BHapY>XEeHHOTO coaepXaHus X.
Mpu HeoBHapyXXeHUN aHaANU3MPYeMOro KOMMOHEHTa B UCXOAHON npobe Boabl fobaBka AomkHA B 2 — 5 pa3
npeBbILWaTh KOHLEHTPAaLMIO, COOTBETCTBYIOLLYIO HUXXHEN rpaHuLe ananasoHa U3MepeHus.

PesynbTaT KOHTPONS CYUTAIOT YAOBNETBOPUTENBbHBIM NPU BLIMNOMHEHUN YCNOBUSA

K
IY-X-¢<—— X, (6.2)
100
rae K— HopMaTuB KOHTPONSI NOrPELUHOCTU, NPUBEAEHHBIN B Tabnuue 4 HacTosawero craHaapra, %.
Ecnu ycnoBue He BLINOMHAETCS, 9KCMEPUMEHT NOBTOPSIOT. [pU NOBTOPHOM MOMyYEHUM OTPULLATENBHOTO
pesynbTata BbIACHAKT MPUYUHBLI, NPUBOAALLME K HEyAOBINETBOPUTENbHbLIM pe3ynbTaTtamM KOHTpOna, U
YCTPaHSIOT UX.
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