2.10. KoHTpONb opraHn4yecKkux
KOMMOHEHTOB
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FOCY/JAPCTBEHHbIVI CTAHAAPT POCCUNCKON ®ELEPALUM

BOOA MNMNTbEBAA

MeToz onpefeneHus cofepxaHus
X/IOPOpPraHNyecKnx nNecTmumnios
rasoXXuaKOCTHOW Xpomatorpadgueit

M3gaHue odmumanbHoe

FOCCTAHIAPT POCCUU
MockBa
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Mpeawncnosue

1 PA3PABOTAH TexHWYecKnM KOMUTETOM Mo cTaHfapTusauum TK 343 «Kauve-
CTBO BOfpl»

BHECEH YnpaBneHveM arpofiernpomMa n XMMU4YecKon npogykumn FocctaHgapTa
Poccun

2 MPUHSAT 1 BBEAEH BOENCTBWE [MocTaHoBneHWeM [occTaHgapTa Poc-
cun oT 27 okTA6psa 1998 r. Ne 382

3 HacToswmin cTaHgapT rapMoHU3MpoBaH co ctaHaapTtom VCO 6468—96 «Ka-
4eCTBO BofAbl. OnpefefieHe opraHNYecknX X1o0pcogepxatlimx NHCEKTULMAOB, NOMN-
XNOPUPOBaHHbIX BUpeHNN0B 1 xnopbeH30n10B. [Mazoxpomatorpatmyecknii MeToA
Moc/e 3KCTPaKLMU B CUCTEME «KUAKOCTb —XNAKOCTb™

4 BBEJEH BIEPBbIE

5 NEPEN3OAHUNE

HacToswuii cTaHAapT HE MOXET BbITb MOTHOCTLIO MIM YaCTUYHO BOCMPOU3BEAEH,
TUPaXXUPOBaH 1 PacrpoCTpaHeH B KayeCcTBe 0hMLMabHOTO N3aaHuns 6e3 paspeLueHns
occTaHgapTa Poccun
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FOCYLAPCTBEHHbBIN CTAHLAPT POCCUNCKON SELEPALUN

BOJA MUTBEBAA

MeToz, onpeaeneHns COAEePXKaHNs YN0POPraHNYecKUX MecTULVAOB
rasoXmAKOCTHOWM XpomaTtorpadueii

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

[ata BBegeHns 1999—07—01

1 O6nacTb NpuUMeHeHUs

HacToswwmin cTaHfapT ycTaHaBMBaET METOZ OMPeAeNeHns MacCOBOM KOHLEHTpaLum
UIOPOPraHNYecKX NecTuumaos (anbga-, 6eTa- 1 raMma-M3oMepoB reKcaxnopaH Ko-
rekcaHa (MXUI). rentaxnopa, 4.4'-gHxnopaHdeHnnTpuxnopatara (4A4T). 4,4'-auxnop-
andeHunamxnopatuneHa (4493), 4,4'-anxnopandennaanxnopatada (444), anbnpuHa,
rekcaxnopbeH3ona) rasoxuaKoCTHON Xpomartorpagueii ¢ CNob30BaHNEM Fa30BOro
Xpomatorpaga C [eTeKTOPOM 3/MEKTPOHHOrO 3axBaTa B MUTLEBON BOAEe W BOfe
LieHTPanM30BaHHbIX CUCTEM MWTLEBOTO BOLOCHAGXKEHUs B AuManasoHe MaccOBOM
KoHueHTpauun ot 0,1 go 6.0 mkr/gm3 (gna rentaxtopa ot 0,02 o 1.2 mkr/gm3).

MeTof 0CHOBAH Ha 3KCTPaKLMW Y4nopopraHMyecknx necTULmMLoB U3 npobbl BoAbl
«-FeKCaHOM, OUYMCTKEe 3KCTpaKTa, XpomaTorpaduueckoM pasfeneHun Ha Kanuansp-
HON KOMOHKe WM HabyBHOI KONOHKE, C (PUKCMPOBAHWEM NOCNELOBATENbHO BbIXO-
JAWMX KOMMNOHEHTOB [ETEKTOPOM 3/MEKTPOHHOr0 3axeata C WAeHTUQUMKaLmel
KOMMOHEHTOB MO BPEMEHW Y/EPXXaHUA W PacyeTOM MacCOBOI KOHLeHTpaLumn nec-
TULMZOB.

MeTog MOXeT 6bITb MCMNOMb30BaH ANA Leneli cepTuimkaLlmm.

2 HopMmaTtuBHbIE CCbINKK

B HacTofLEM CTaHLapTe UCMO0/b30BaHbI CCbINIKM Ha CnefytoLime cTaHAapTbl:

FOCT 1770—74 TNMocypa mepHas nabopatopHas CcTeknsaHHas. LinamHgpbl, mMeH-
3ypKW. Konbbl, npobupkun. ObLLe TEXHUYECKME YCNOBMA

FOCT 4166—76 HaTpwit cepHOKMCbIA. TeXHUYECKMe YCnoBus

FOCT 4204—77 Kucnota cepHas. TexHUYecKue ycnosus

FOCT 6709—72 Boga guctunnuposaHHasn. TexHUYecKue ycnosums

FOCT 9293—74 (MCO 2435—73) A30T ra3zoo6pasHblil 1 XUgKWA. TexHn4eckme
ycnosms

FOCT 23932—90 lMocyma v 06opynoBaHve nabopaTopHble CTeKNsHHble. ObLwme
TEXHWYECKMe YCoBYA

M3gaHue oduumanbHoe
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FOCT 24104—83* Becbl nabopaToOpHble O0OLLEro HasHauyeHWs W 06pa3LoBble.
O6Lme TEXHUYECKME YCOBMUA

FOCT 25336—82 lNocypa n 060pyaoBaHNe nabopaTopHble CTEKNAHHbIE. TuMbl,
OCHOBHbIe NapameTpbl 1 pas3mepsbl

FOCT 29227—91 (MCO 835-1—81) Mocypa nabopatopHas CTeKNsHHasA. MuneTkn
rpagyupoBaHHble. Yactb 1 O6wue TpeboBaHus

FOCT P 51593—2000 Boga nutbeBas. OT60p npob

FOCT P 51652—2000 CnmpT 3TWOBbIA PEKTU(UKOBAHHBIA 13 NULLEBOIO ChIPbS.
TexHW4ecKune ycnosus

3 CokpalleHusa

033 —[feTeKTop 3/IEKTPOHHOrO 3axsara

FCO —rocyfapcTBeHHbIV CTaHAapPTHbIV 06paseL, CocTaBa BeLLecTBa UM pacTeopa
MXUIM —rekcaxnopuuknorekcaH

OAT —4,4'-anxnopfHheHUNTPUXNOPITaH

009 —4,4'-anxnopanteHnNanXnopaTuaeH

000 —4,4'-auxnopandeHnnanxnopaTtaH

MAK —npefensHO AonyCcTMMasa KOHLUEHTpaums

4 Cpe[fcTBa M3MepPeHWiA, BcnoMoraTeibHoe 060py/0BaHe, PeakTUBbI

"a30BbIil XpomaTorpag ¢ AeTEKTOPOM 3M1eKTPOHHOTO 3axBaTa ([33), ycTpoiicTBOM
4na paboTbl C KBApLEBbIMU KanuAspHbIMA KONOHKaMW A7IMHOW 25—50 M 1 BHYT-
peHHUM guameTpom oT 0.25 go 0.50 MM. B Ka4ecTBe HeNOABMKHOW (hasbl NCMONb3YIOT
CU/IMKOHOBbLIE 3nacTomepbl Tuna SE (Hanpumep. SE-30. SE-52. SE-54) TonwmHoiA
nneHkn He meHee 0.5 MKM.

JonyckaeTtcs NpyMeHeHWe CTEKNAHHbIX HAOMBHBLIX XpomaTtorpauyeckmx Kono-
HOK C MUHVMa/IbHBIM YMC/IOM TEOPETUYECKMX Tapenok — 1450.

MMofroToBKa KOMOHKW NpUBEfeHa B NPUNoXxeHnn A

Mukpownpuusl MLL-10, MLU-1 BmecTuMocTbio 10 1 | MM3 MK aHanornyHeble.

Becbl nabopatopHble 06L1ero HasHayeHns 2-ro Knacca TOYHOCTM € HanbobLLUM
npegenom B3sewwnsaHua 200 r no FOCT 24104.

Konbbl MepHble ¢ MpuTepTbiMU Npobkamu BMecTUMOCTbi0 100cm3no FOCT 1770.

LnnmHgpsl mepHble BMectumocTbio 100. 500, 1000 cm3no MOCT 1770.

JNnHelika n3mepuTebHas MeTaninyeckas, gmanasoH 0—250 mm.

PoTaynoHHbI ncnaputenb N060ro Tmna.

BopoHku genutenbHble BMecTUMOcTb0 HK), 1000 cm3.

Mocypa nabopatopHas cTeknsHHas no TOCT 25336.

Mpobupky rpafyvnpoBaHHble BMecTUMOCTbIo 5, 10 cm3 no MOCT 1770.

MuneTkn rpagyvpoBaHHble BMecTuMocTbio 1. 2, 5, 10cm3no MOCT 29227.

ByTblM 13 cTekna BMecTumocTbio 1000—2000 cm34ns oT6opa M XpaHeHust Npob
no MOCT 23932.

«-["eKkcaH, 4. 4. a.

Hatpusa cynbaT 6e3B0oaHbINA, Y.. no TOCT 4166.

Kucnota cepHaa no TOCT 4204, x. u.

bymara nHankaTopHasa ana KoHTponsa pH.

*C 1wvons 2002 r. BBefieH B feiicteme TOCT 24104—2001.
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CnupT 3TWMNOBbIN peKTUdULMpoBaHHbIA no FTOCT P 51652.
Boga guctunnuposaHHas no MOCT 6709.

A30T ra3oobpasHblii 0coboit unctotbl no FOCT 9293.
Anba-IF XU, He meHee 90 % ocHoBHOro Belectsa unm CO.
Bera-M XU, He meHee 90 % ocHoBHOro Bewlectsa nnn MCO.
Mamma-MXyr. He meHee 90 % ocHosHoro Betectsa unu MCO.
AnbgpviH, He meHee 90 % ocHoBHOro Beulectsa unn CO.
AA0T, He meHee 90 % ocHoBHOro Beuectea nnn MCO.

AAA0. He meHee 90 % ocHoBHoro BellecTtea uan CO.

003, He meHee 90 % ocHoBHOro Beulectsa unu MCO.
"ekcaxnop6eHson, He meHee 90 % ocHOBHOTO BellecTa unm MCO.
lentaxnop, He meHee 90 % ocHoBHoOro Bewectsa um MCO.

5 OT60p Npob

Mpo6bl NMTLEBON BoAbl or6upatoT no FOCT I 51593.

O6beM Npobbl BoAbl A1 ONpefeNneHNs MacCoBOW KOHLEHTpauuuW necTuuuaoB
[lO/KEH ObITb HE MeHee 1aM3.

CpoK XpaHeHus Npobbl OT MOMeHTa 0T60pa Npobbl 4O NPOBEAEHUS U3MepPeHWit
He [O/MKEH NpesbllWaTts 1CyT, Npy XpaHeHUN B XONOAUNbHUKE npu 4 "C —2 cyT.

Mpobbl KOHCepBMPYIOT fob6aBneHnem 5 cm3 «-rekcaHa Ha 1 am3 Bogbl. Cpok
XPaHeHWs KOHCEPBMPOBaHHOW Npobbl —pa0 5 cyT.

6 MopsAoK NOArOTOBKM K NPOBEAEHWIO aHanm3a

6.1. MogrotoBky xpomatorpada NpoBOAAT B COOTBETCTBMM C PYKOBOLCTBOM MO
€ro aKcnayaraumm.

6.2 [pagyvpoBKa xpomaTorpadga

I"pagyvpoBKy Xpomartorpada npu paboTe ¢ KanuanspHbIMW KOMOHKaM1 NPOBOASAT
npy Cnefyrowmx pexxuMax XpomarorpaqupoBaHus.

Temnepatypa getektopa —270—290 “C, ncnapurtens —230 'C.

[ByXCTyneHyaToe nporpammmnpoBaHne TeMnepaTypbl:

HayanbHas Temnepatypa KofoHku — 150 *C. Bpems aHafnu3a npu 3Toii Temnepa-
Type —2 MUH;

CKOPOCTb NOBbILWEHUA TemnepaTypbl —5 'C/MUH;

KOHeYHas Temnepatypa KofoHku —250 "C;

BpeMs NOAJEPXKaHNS KOHEYHOI TeMnepaTypbl —6 MUH.

CKOpOCTb NPOX0X/AeHNs rasa-HocuTens (asoTa) Yepes KONOHKY — 1—2 cmM3IMHM.

CKopocCTb MOTOKa rasa-Hocutens Ha cépoce —38—39 cMm'/MuUK.

CkopocTb rasa-nogaysa B 133 —40 cMIMHH.

O6bem BBOAMMON B Xpomatorpad npobsbl — 1 mm3

"pagyvpoBKy xpomaTorpaga ¢ HabMBHBIMU CTEKNAHHBLIMU KONOHKaMW NPOBOASAT
npu cnefyoLmMx yCnoBUAX XpoMaTorpagupoBaHus:

Temnepartypa TepmocTaTta KOJIOHOK, fdeTektopa v ucnaputens 190. 240 n 230 °C
COOTBETCTBEHHO:

CKOPOCTb rasa-HocuTens yepes KONOHKY 40 cMIMUH.

6.2.1 [purotoBneHne rpagynpoBOYHbIX PacTBOPOB

6.2.1.1 WcxofHble pacTBOPbI KaXAoro nectuympa rotoBaT 06beMHO-MacCOBbIM
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MEeTO/IOM, UCMOMb3Ys YMCTble XMMUYECKMe BelecTa unm MCO B cnefytoLeid nocne-
[0BaTe/IbHOCTW: OTOMPAIOT Ha NpeABapuTeNbHO B3BELLEHHBIE YACcOBbIe CTEK/A HaBec-
Ky 10 Mr nectuumpga, NepeHocAT B MepHyt Konby BmecTMOCTbio 100 cm\
pacteopatoT B 10—15 cM3 «-rekcaHa, [OBOAAT [0 METKM «-FeKCaHOM TaK. 4ToObl
HWXHUWIA Kpall MeHWCKa Kacancs BepxXHero kpas MeTKM Konbbl. KoHueHTpauus
nonyyeHHoro pactsopa — 100 mkr/cm3 3aTem oT6upatoT nuneTkol no 1cm3 pac-
TBOpa AaHHOW KOHLEHTpaLun 13 BCEX MEPHbIX KOO, KPOMe KOMObl C FenTaxsopom
(13 Hee oTbupatoT 0,2 CM' pacTBopa), NepeHoCcAT B MEPHYI0 KONby BMECTUMOCTbLIO
100 cM3, 1OBOAAT [0 METKM «-TeKcaHOM. KOHLeHTpauus Kaxaoro U3 nectuumios B
NCXOAHOM pacTBope — 1mMkr/cm3 (rentaxnopa —0,2 MKr/cMm'). PacTBopbl NpUrogHbl
[N UCMONb30BaHWUA B TeYeHUe [BYX MecALeB Npu XpaHeHuu npu 4 ‘C.
6.2.1.2 "pagyvpoBOYHbIE PacTBOPLI FOTOBAT pa3baBieHneM MCXOAHOFO pacTBopa

no 6.2.1.1: B npobupky ¢ nputepToli Npo6Koi BMeCTUMOCTbIO 10 cmM3 BHOCAT
onpefjeneHHble 06beMbl MCXOAHOr0 pacTBopa W pactsopuTens («-rekcaHa), npuse-
[eHHble B Tabnmue 1

Tabnuya |

KOHLEHTpaLusi KOMIMOHEHTa B 1palyuporNoYHOM PacTBOpe Mpu
06beMe HErosHOKO PacTBopa, CM5

HavMeHoBaHWe KOMMOHEHT 1 1 05
rpay MPOKOUMbIX PACTBOPax u u
06beme PacTBOPUTENs IT-TeKcaHa, CM3

- ! 1 . 95

Homep rpaayvpoBOYHOTO pacTBopa

1 (ucxopHbliA) 2 3 4
Anba-r XL 1 0.5 0.1 0,05
bera-rXur 1 0.5 0.1 0,05
Famma-IXur 1 0.5 0.1 0,05
AnbapuH 1 0.5 0,1 0,05
aar 1 0.5 01 0,05
0m 1 0.5 01 0,05
am, 1 05 0.1 0,05
"ekcaxnopbeHson 1 0,5 01 0,05
"cutaxnop 0,2 0.1 0.02 0,01

"pafyvpoBOYHbIE PacTBOPbI XPaHSAT B COCYAe C MPUTEPTO NPO6KOA npu Temmne-
patype He Bbilwe 4 "C He 605ee 0HOro MecsLa Co AHS NPUTrOTOB/EHUS.

6.2.2 JlonyckaeTcs NpoBOANTL FPajyvpoOBKY HE MEHEee YeM MO YeTbipeM pacTBO-
pam Apyrvx KOHLEHTpaLuii, BXOAALWMM B LMana3OoHbl MacCOBbIX KOHLEHTpauui
KOHKPETHOTrO MecTuumaa, KoTopble NpuBeAeHbI B Tabnuue 2.
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Tabnunya 2
H AWM CHONA MAT* KOMMOMEM ;i N FPagyMpoBOYHbBIX KoHuewpanua rpasykpoBOUYHbLI X PACTHOPO»
pacTsopax MKr/cm’
Anba-rXuyr Or 0,05 go 1,5 Bk/tou.
Mamma-rXur * 006 » 12 *
Bera-rXur » 0,05 » 10 »
AnbapuH * 003 » 10 *
LOAT * 006 » 10 *
nns * 006 * 12 *
aona » 0.05 » 15
I"ckcaxnopbcHson » 0,056 » 1.0 *
eHTaxnop *001L * 10 *

6.2.3 [nA onpegeneHns abcoNOTHOrO BPEMEHW YAepXKaHWs, HeOBX0AUMOro Ans
NAeHTU(MKaALMM NeCTULMA0B, NPOBOAAT HE MEHee NATW aHaNM30B rPajyrpPOBOYHbIX
pacTBOpPOB. PaccumTbiBalOT cpefiHee BPeMs YAepXKaHus And KaX4oro KOMMNOHeHTa u
CpefHeKBapaTUYHOE OTKNOHEHWE, OTHOCWUTENbHOE 3HAYeHWe KOTOPOro [O/KHO
6bITb He 6onee 0,5 %. lMpeBbILEHVE 3TOFO MOKa3aTeNs yKasblBaeT Ha HapyLUeHue
npoueafypbl XpomaTtorpaMyeckoro aHaimsa.

OTHOCUTENbHOE BPeMS YAepXaHus A8 KaKAOro KOMMOHeHTa OnpefensioT, Bbl-
uncnsas OTHOLLIEHKE abCOMOTHOIO BPEMEHW YAEPKaHUS ero K abCONOTHOMY BPEMEHM
YAEPXaHWS aIM P U Ha.

B ycTpoiicTo an1s BBOAA NPo6LI B XpomaTorpad BBOAAT MUKpoLwnpuuem no 1 mm3
rpagyvpoBOYHbLIX PACTBOPOB MECTULMAOB B MOPSAKE BO3PAcTaHMS KOHLEHTpauuii
KOMMOHEHTOB. Kaxablii M3 rpafyvMpoBOYHbLIX PacTBOPOB XpOMATorpaupyloT He
MeHee Tpex pas3. /3mepatoT Bpemsa yAep)KaHna aHaIn3mpyemMblX BeLLLeCTB, COOTBETCT-
BYHLLiEE Ha XpoOMaTorpamMMe pacCTOSIHUIO OT MOMEHTa BBOZa NPobbl A0 MepneHAam-
Kynspa, OMyLIeHHOro M3 BepLUMHbI MMKa KaX4Oro mectuumpa L0 MepeceyeHus C
6a30BO/ NMHUEN, U PacCuUTLIBAOT CPefHee 3HauyeHMe nnowaan (UM BbICOTbI)
XpoMartorpaguryecknx M1KoB.

6.2.4 Tpy NOCTPOEHMM rPajgyMpOBOYHOrO rpaduka OTKNaAbIBAOT NO OCK Op-
[LUHAT cpefHue 3HayeHus naowiagein (MM BLICOT) MUKOB, & Mo ocu abcuuce —
Maccy KOMMOHEHTa (B MKr) B a/IMKBOTHOW 4acTu, BBEJEHHOWN B KOJIOHKY, KOTOPYIO
HaxodAT, YyMHOXas 3Ha4eHne KOHUEeHTpaunn KOHKPeTHOro nectmynaa B COOTBET-
CTBYHLLEM TpagyypoOBOYHOM pacTBOpPe Ha 06bEM pacTBopa, BBOAUMOrO B XpOMa-
Torpadp (1 mm5H. T[lonyyeHHas 3aBUCMMOCTb [O/MDKHA ObiTb JIMHEWHON C
MaKCMManbHbIM OTK/IOHEHWEM, HC MpeBblwalowmm 7 %. Pabouve rpagyvmpoBouy-
Hble XapaKTePUCTUKMN NPOBEPAIOT KaX/blii pabounii feHb NyTeM aHanm3a OAHOro-
ABYX aTTeCTOBaHHbIX PacTBOPOB. Ecnn nony4vyaemMble pe3ynbTaTbl OTINYAKOTCA OT
rpagyvmpoBku 6onee yem Ha 25 %, rpafyvpoBKYy NPOBOAAT 3aHOBO, WCMOJb3yA
CBEXEMPUIOTOB/IEHHbIE aTTeCTOBaHHbIE PACTBOPbI.

6.3 Togrotoska nNpobbl K aHanu3sy

6.3.1 NabopatopHyto nocyay o6pabaTbiBalOT XPOMOBOW CMECh0, OMOMAaCKMBaKOT
nocnegoBartefibHO BOLONPOBOAHON U ANCTUNIMPOBAHHON BOAON M BbICYLUMBAIOT MpU
Temnepatype 120—150 *C.
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6.3.2 Mpoby Bofbl 06bemom 1000 cM3 NoMeLwalT B AENUTENbHYH BOPOHKY,
po6asnsaoT 30 cM3 «-rekcaHa W 3HEPruyHO BCTPAXMBAKOT B TeueHWe 3 MuH. [Mpu
06pa3oBaHUM IMyNbCUK MPU IKCTPAKLMM K CMecK [06aBNA0T HeBOMbLLIOE KOnnye-
CTBO 3TMN0OBOro cnupta. llocne paccnoeHus a3 reKCaHOBbIA CMOA CAMBAOT B
KOHUYeCKyt0 Konby, a C BOAHON (hpakunein MnoBTOPAIT 3KCTPaKUMIO C HOBOW
nopumeii 20 cM3 «-rekcaHa eLle ABax/bl. KCTPaKTbl 06beAMNHAIOT.

6.3.3 JKCTpaKT, NOJTyHYeHHbI B COOTBETCTBUM C 6.3.2, MEPEHOCAT B AENNTENbHYHO
BOPOHKY BMeCTUMOCTbI0 100 cm3 H npunmBatoT 10 CM3 CepHOM KMUCNOTbI, HaCbILWEH-
HOVi 6e3BOAHbIM CEPHOKUC/bIM HATPUEM, WU OCTOPOXHO BCTPsSXMBalOT. OTAensoT
HVWKHWIA CNoW 1 MOBTOPAOT 06paboTKy [0 Tex MOp, MOKa KUCNOTa He CTaHeT
6ecuBeTHO. OYMLLEHHBIA TEKCaHOBbLIA 3KCTPaKT NPOMbIBAIOT B AENUTENbHON BO-
POHKe HecKonbKumMu nopumsmu (okono 10 cm3) AUCTUNNMPOBaHHOW Nodbl 40 HEil-
TpanbHOW peakLmMmn NPOMbIBHbIX BOL. DKCTPAKT C/IMBAIOT Yepes3 BOPOHKY € 6e3B04HbIM
cynbdaTtoM HaTpus, OMOMacKMBaloT AeNUTENbHYI0 BOPOHKY HEOOMbLUMM KOJIMYECT-
BOM «-T€KCaHa, NPUCOeANHSAS ero K 00beMHEHHOMY 3KCTPakKTy, W yAansoT pacTso-
puTenb Ha POTAaLMOHHOM wcnapuTene fo obbema 0,1—0.2 cmM3 a 3aTem CyLaT Ha
Bo3gyxe. Cyxoii 0CTaToK pacTBOPSIOT B 1CM3 «-rekcaHa WU MCnosb3yoT ANa BBOAA B
XpomaTorpad.

6.3.4 [ina nposefieHWs aHanM3a Npo6 BOMbI C COAEPXKaHWEM NecTuuMaoB bonee
oByx LK 3KCTpakT He ynapuBalOT, a. M3MepuB ero 06bem [ MOCMefyHoLEero
pacyeTa KOHLEHTpaLuu, UCNonb3ytoT ANs BBOAA B Xpomarorpad.

6.3.5 AHanornyHolM 06pa3omM roToBAT X0M0CTyt npoby, ucnonbsys KAO cm3
AUCTUNNMPOBAHHON BOfpbI.

7 Mopsgok NpoBeaeHUs aHanmsa

7.1 AHanus npoBOAAT Mpu YCMOBUSAX XpomaTorpadupoBaHus no 6.2.

7.2 TMepep aHaIM30M MCMbITYEMO NpPo6blI NPOBOAAT XpoOMaTorpagmpoBaHme Xo-
nocToi npobbl (1—2 mm3 akcTpakTa no 6.3.5). BbicoTa MMKOB MM pacCcuMTaHHOe
COZlepXKaHne MeLLaloLWnX KOMMOHEHTOB, 3/1I0MPYeMbIX OAHOBPEMEHHO C aHaAIM3npy-
eMbIMM, He JO/DKHbI NpeBbIwaTh 5 % HUXKHEr0 3HaYeHUs AnanasoHa U3MepeHnin aTux
KOMMOHEHTOB.

7.3 [na KOHTpoONA rpagyvmpoBOYHOro rpaduka B yCTPOMCTBO ANA BBOAA MPO6LI
B XpomaTtorpad BBOAAT MUKpownpuuem 1 mm3 rpafyvpoBoYHOro pactsopa nec-
TMUMAOB. ECM nonyyeHHble pesynbTaTbl COBMAAAOT C rpafyvpoBKOi, TO nocne
BBOJA 1—2 MM3 «-rekcaHa (415 NPOMbIBAHUA KONOHKW) BBOAAT | MM3 oumLLeH-
HOro 3KCTpaKTa.

7.4 AHanu3 KaXAoro sKCTpakTa NpoBOAAT He MeHee [ByX pa3. MaeHTugukaumto
NecTUUMA0B NPOBOAAT MO COBMAJEHUIO BPEMEHUN YAepXaHus, KOTOpoe He [0/MKHO
OT/INYATBCA OT YCTaHOB/IEHHOIO NpK rpafyuposke Gonee yem Ha 1 %.

7.5 Qna KONWYECTBEHHOrO aHanuM3a OnpefensaloT Naowans MUKOB, UCMOMb3yA
WHTErpaTop WM Wu3Mepsis WX BbICOTY JIMHEWKOW. BbICOTY NWKOB WM3MEPSAIOT Ha
XpomaTorpamme ¢ TOYHOCTbto A0 0,5 mMM. pu pyyHoil 06paboTKe XpoMaTorpamm
MacluTab npu peructpaummn BolbUpatoT TakMM, YTobbI BbICOTA MUKOB Obla He MeHee
’[, LWMPWHbI AUArpaMMHON NeHTbI.

MpumMmeyaHune —ECTN KOHLEHTPaLMUA KOMMNOHEHTa 1 9KCTPaKTe Npobbl MnpeBbiLLiaeT
0,8 BepXHero 3Ha4YeHWs rpagyMpoBOYHON XapakTepucTuKu, aKCTPaKT pa3basnsato! mM-rekcaHoMm
B 2—3 pa3a 1 NOBTOPSAOT U3MEPEHUS.
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8 TMMpaBuna 06paboTKM Pe3ynbTaToB aHann3a

8.1 VpeHTMU(MKaALMIO MUKOB Ha XpoMatorpammax NnpoBOAAT MO BPEMEHW yaep-
XKaHnA KOMMNOHEeHTOB. OTKNOHeHWe abCoMOTHOrO BPEMEHW YaepXXaHns 0T yCTaHOoB-
NIEHHOro npy rpafyvpoBKe He AO/KHO npesbiwats 1.5 %, a And OTHOCUTENIbHOro
BpemeHu yaepxaHua — 1 %.

8.2 PaccuuTbIBatOT CpPefHMe 3HAUYEHWS BbICOTbl WAW M/OLANN NMNKOB U BPEMEHU
yaepxaHus.

8.3 Mo rpagympoBoYHOMY rpaduKy OnpeaensioT Mmaccy necTUuMioB A, MKr. B
aIMKBOTHOM 4acTu 3KCTpaKTa, BBEAEHHON B XpomaTorpad.

8.4 MaccoBylo KOHLEHTpaLuio Kaxaoro M3 nectuuuios B npobe Bogdbl X
MKr/gM3, onpegenstoT no gopmyne

AVl
XTT< “

roe J1—wmacca COOTBETCTBYHOLLEIO KOMMOHEHTA B alMKBOTHOW 4acTW 3KCTPaKTa,
BBEIEHHOI B Xpomarorpad), MKr;
K —06beM anMKBOTHOW 4aCTW 3KCTPaKTa, BBEAEHHbIA B Xpomartorpad, AmM3
V2 —o6wuin 06beM 3KcTpakTa Npobbl, AMS5,
W —o06bemM npobbl BOAbI, UCNOMb3YEMbI A4S 3KCTpaKLuu, AM3;
R —K03(h(hMLMEHT n3a3eyeHns. YKa3aHHbI B Tabnuue 3.

Tabnunuya 3

HavimeHoBaHve nectuumaa KoahpmupeHT utrniedeHmm R
Anba-rxXuyr 0,97
Famma-rXyr 0.94

Bera-rXyr 0.94
ANbNPHH 0.94
aaT 0,97
4ans 0,98
ann 0,96
"ckcaxnop6cH3on 0,97
enTaxnop 0,96
8.5 VgeHTudnKaums n pacyeT KOHLEHTpaumil necTULMAO0B B Npobax MoryT 6biTb

nposefieHbl C MNOMOLLbLIKO MporpamMmm O6pa6OTKI/I xpomaTorpaqamquKmx AaHHbIX C
NPUMEHEHNEM KOMMNbKOTEPOB, MOAK/ITHOYEHHbIX K xpomaTorpaq)y.

9 [onycTMmMas MorpeLiHoCcTb aHanusa

9.1 TpaHuLpl JONYyCKaeMO OTHOCWUTE/bHOW MorpelHocn! pesynbTaToB 13Mepe-
Huin + 30 % Npw foBepUTENbHOW BeposiTHocTM P - 0,95.

9.2 3a pesynbTaT aHanuM3a NPUHUMAOT CpefHeapuMeTUYecKoe 3HayeHue pe-
3yNbTaToB NapannenbHbIX ONpefeneHnii, ecnn PacxoXaeHne Mexay HUMW He NPeBbl-
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LLAeT 3HAYeHUs HopMmaTuBa CXOAMMOCTU <, NpuBeAeHHOro B Tabnuue 4, npu gose-
puTenbHoli BeposTHocTM P = 0,95. YucnoBoe 3HaueHue pesynbTaTa OnpefenieHus
[JOMKHO OKaHYMBATbCA LMMPORA TOro e paspaja, YTo M 3HayeHue JONycKaemoro
pacxoXAeHWs pe3ynbTaToB NapannenbHbIX OnpeaeneHui.

9.3 HopmatuBbl KOHTpONA TOYHOCTM Mpu P = 0,95 1 uncne n3MepeHunii, paBHOM
2. npuBefeHbl B Tabnuue 4.

Ta6bnuuya 4

[vanasoH HopmaTuBbl KOHTPOMA 1o inocim. %
HanmeHoBaHWe nmectuLmga Maccosolt
WA KOHLIEHTpaLmu. Bocriporaso  MorpeLuHocTs

CX0aMMoCTb d

MKr/om' [MMOCTb D K
Anbta-Ir Xyr. ramma-rxur,
bera-rXur, Anenpud. 44T, 0,1-6.0
Aan. A03. IckcaxnopbeHson 28 42 42

[enTaxnop 0,02-1,2

9.4 KOHTpONb TOYHOCTW M3MEPEHWA MPOBOAST B COOTBETCTBUM C MNpaBuiamu,
U3NOXEHHBIMU B MPUMOXEHUUN B.

10 MpaBuna opopmeHns pe3ynbTaToB aHa/IM3a

MonyyeHHble JaHHbIE aHanu3a PerucTpupyoT B NPOTOKONMAxX, B KOTOPbIX YKasbl-
BalOT:

MOpsAKOBbI HOMepP Npo6bI;

[aty oTbopa npobbl 1 aHan3a;

pesynbTaT M3MePEHUs KaxAoro nectuumia:

(hamunnio ucnonHUTenNs.

Mpy 3TOM pe3ynbTaT M3MEpPeHWs NPeACTaBNAOT B BUAE:

(X% 4) mkr/gm-' npn foBepuTensHoi BeposiTHocTn P = 0.95, )
rge X —maccoBasi KOHLEHTpaums nectmumaa B npobe BoAbl, MKr/gm3;

P —poBepnTeNbHas BEPOSTHOCTD;
[ —rpaHuua abcontoTHON NOrpeLwHOCTH, BbluMcsieMas no Gopmyne

BX
ﬂ':TOVl’ (3)

roe 5 —oTHocuTe/IbHas NorpeLwHocTb, pasHas 30 %.
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MPUNOXEHUE A
(cnpaBo4Hoe)

MofroToBKa XpoMaTorpaunyeckoin KonoHKu

CTeKNAHHYIO KONOHKY ANMNHON 1—2 M 1 BHYTPEHHWUM AMaMeTpoM 3 MM MpeABapuUTeNbHO
nocnefoBaTe/lbHO MPOMbIBAOT XPOMOBOV CMECbO, AUCTUNNNPOBAHHOW BOAOW, 3TUNOBbLIM
CMMPTOM W AN3TUNOBLIM 3hMpoM. Flocne 3TOro ce CyLllaT, BKNaAblBalOT B KOHeW, npucoeau-
HAeMbI K [eTeKTopy, MpOKNadKy W3 CTeKN0BaTbl, 3aNONHAOT COPO6EHTOM — XPOMAaTOHOM
NAW DMCS (3epHeHunem 0,16—0,20 MM) ¢ 5 %-HbIM CUNMKOHOBLIM 3nacTomepam TuHa SE
(SE-30. SE-52 wunm nopo6HbiM). Macca copbeHta —7,5—15 r B 3aBMCMMOCTU OT A/IHBI
MCNONb3yemMoll KOMOHKKU. 3aTeM ce YCTaHaB/MBAlOT B TEPMOCTAT KOMOHOK Xpomatorpada.
[0TOBYIO KO/MIOHKY NpOrpesaloT B TepMocTaTe XpomaTorpaga B MOTOKe Ta3a-HoCWUTens ATA
yAaneHns neTyunx COeAWHEHWI, MPUCOeAUHAA OAWH KOHel, K 610Ky BBOAa Mpobbl. Bo
n3bexaHve 3arpasHeHns AeTeKTopa ApYroi KOHeL, KOMIOHKN K [eTEKTOPY HC NPUCOEAVHAIOT.
TemnepaTypy TepmocTaTa ycTaHaBnvBaroT Ha 25—30 ‘C Bbllwe Tex3nepaTypbl XpoMaTorpaqu-
poBaHVA ¥ MPOAYBatOT KOJIOHKY Ta30M-HOCUTENleM U TeuveHue 24—48 4 npu CKOPOCTU rasa
50—60 CMY MUH.

NMPUNOXEHWE B
(pekomeHayemoe)

MpaBuia NpoBeAeHNA KOHTPONA TOYHOCTU

B.1 KoHTponb BOCNpOM3BoaMMoe™

B.11 KoOHTpo/ib BOCMPOM3BOA33MOCTH OCYLLICCTA3A0T MyTeM CPaBHEHWS Pe3y/bTaToB KOH-
TPO/bHbLIX aHaNN30B, NPOBEAE33HbIX HA OfHOM U TOI e Npobe, BbIMONHEHHbLIX MO OLHOMY 3
TOMY )Xe METOJy HacTosljelo CTaHAapTa PasHbIMI_MCMONHUTENSMU, Ha PasHOM obopypaoBa-
HUW. C MCMNa1b30BaH3ICM PeaKTUBOB PasHbIX MapTWii, B pa3HOC BPeMs.

b.1.2 Ans KOHTPONbHbIX aHann3oB 06bemM Mpobbl JOMKEH COOTBETCTBOBATH YABOEHHOMY
06beMy, NpefyCMOTPEHHOMY X3CTOAOM HacTosLLero ctaHgapTa. MMpoby AensT Ha [33e paBHble
4acTu ¥ MPOBOAAT UCMbITaHWS B COOTBETCTBUM € b. 1.1,

B.1.3 PesynbTaT KO3Irposisi CYATAOT YAOBAETBOPUTE/bHBIM MPU YCOBUN

n A +A0
KAMT 30— (B1)

rae A,. A, —pesynbTarbl aHasm3a npoodsl, nosyyeHHble no b.1.1, COOTBETCTBEHHO, pPa3HbIMU UC-
NONHUTENAMY, Xkt om’;

D —HOpMaT1H BOCMPOM3BOAMMOCTM ([OMYCKaeMOoe PacXoXAeHne Mexay AByms pe-
3yfbTaTaMn aHanm3a O4HOW 1 TOW ke NMpo6bl) Mo Tabnuue 4 BacTOALICTO CTaH-
fapTa, %.

Ecnu ycnosme HC BbINOMHAETCA, 3KCMEPUMEHT MOBTOPAIOT. MpW NOBTOPHOM MOMYyYEHLL3
OTpMLATENbHOTO pe3y/ibTata BbIACHAIOT MP334KHbL. MPUBOASALLME K HEy[0auyeTBOP3ne/bHbIM
pesynbTaTaM KOHTPONS, U YCTPAHAOT WX.

B.2 KoHTponb norpewuHocTv

B.2.1 KOHTpO/b NOrpeLwHoCT! BbINOMHAIOT MCTOAOX3 A06aBOK.
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b.2.2 AN KOHTPO/bHbIX aHaNn30B 06beM MPOOLI AO/MKEH COOTBETCTBOBATbL YABOEHHOMY
06beMy, NpedyCMOTPEHHOMY METOAOM HacTOALLEro ctaHgapTa.

OTo6paHHbIi 06beM peasbHON NPO6bI BOMbI AENST Ha [Be paBHble 4acTu, MepBYH U3
KOTOPbIX aHaNM3MPYIOT B TOYHOM COOTBETCTBMM C METOLOM HacTOsALLero ctaHAapTa, 1 rnony-
YaloT pesynbTar aHanmsa npobbl J1, mkr/gMm1 Bo BTOpPYHO YacTb (HeNMOCpeACTBEHHO B feNIUTeNb-
HYl0 BOPOHKY Mepef 3KCTpakLuuein) BHOCAT Aobasky nectuumpa (Mnm cMecu NecTULMAOB),
MCMoNb3ys rpagyupoBoYHble pacTBopbl uan MCO necTULMAoOB, €, MKI/AM\ 1 aHanu3upytoT B
COOTBETCTBUM C METOLOM HacTOALLero craHgapTa, nonyyas pesynbTaT aHannsa npobbl c
no6askoii Y, mkr/gm’. flo6aBka fomkHa coctasnsTb 30 %—100 % o6HapyXXeHHOro cofepa-
Hus X. Mpy HeOBHAPY>KEHHW amaTyh TMPYEMOro KOMMOHEHTa B UCXOA4HOM npo6e Bogbl fo6aBKa
[0/MKHa B 2—b5 pa3 npeBblllaTh KOHLEHTPALMIO, COOTBETCTBYIOLLYHO HXKHEN rpaHuLe Anana-
30Ha U3MepeHus.

Pe3ynbTaT KOHTPOAA CYUTAIOT YA0aTErBOPUTE/IbHLIM NPU BbINOAHEHWUMN YCNOBUA

1y -X -c\E~ X, (6.2)

rae K — HOpMaTuB KOHTPOAS MOTPELHOCTY, NPUBEAEHHBIN B TabnnLe 4 HACTOSILEro CTaH-
JapTa. %.

ECAn ycnoBue HC BbINMATHACTCA. 9KCMEPUMEHT MOBTOPSIOT. TpW MOBTOPHOM MONYUEHUM

0TPULATENBLHOK pe3y/ibTaTa BbIACHAIOT NPUUWHLI, NMPUBOASALLME K HEYA0BNETBOPUTE/bHBIM
pe3ynbTaTaM KOHTPONS, W YCTPaHSAIOT UX.

OKC 13.060.20 H09 OKr1 01 3100

KntoueBble cnosa: NUTbLEBas BOAA, X/IOPOPraHUYecKne nectuumAbl, METOA aHanmsa,
onpeaeneHune MaccoBoi KOHUEHTpauuun, rasoXXngkocTtHad XpOMaTOFpa(*)VIH
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