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YTBEPXJIAIO

Pykosonutens denepanbHoit CiyxKObl
N0 Haa30py B Cdepe 3aLUThI NpaB
notpebureneit u Gnarononyuns yenosexa,
I'naBHBIN rocy1apcTBEHHbIH CAHATAPHbI
Bpau Poccuiickoi Penepaunu

I'. I'. Onnmenko
02 aBrycra 2010 r.
Jara Benenwns: 1 okrabps 2010 r.

4.1. METOIbl KOHTPOJIA. XUMHYECKHE ®AKTOPBL

Oupeaenenne 0CTATOMHBIX KOJIHYECTB NHKIOPAMA B CEMEHAX
H MacJjie panca MeTo0M KANNUIAPHOMH ra30XHIKOCTHOM
xpomarorpadpun

MeToanuecKkne YKa3aHHS
MYK 4.1.2681—10

HacTtoamue mMeToaHueCKkHe yKa3aHUA YCTAHAB/IMBAIOT METOM KalHIUIsp-
HOM ra3’0oXHAKOCTHOM XpomaTorpadHu s ONpeneeHHA B CEMEHAX U Maciie
panca MacCOBOd KOHUEHTPAlMM MMKIOpaMa B [IUana3oHe KOHUEHTpauwil
0,01—0,08 mr/kr.

Ha3Bauue nelicTByromero euiecTsa no Homenkiarype ICO: nuxiaopam.

Ha3ssauue no nomenxnarype [UPAC: 4-amino-3,5,6-trichloropyridine-2-
carboxylic acid.

CipykTypHas ¢popMyna:
Cl COOH
Cl Cl
NH 2

BpyTtro ¢popmyna: C¢H,ChLN,0,
MonekynspHas Macca: 241,5
XvMIMecKky YNCTOE BEHIECTBO: KPUCTALILI 6€l10ro LBeTa.
Temneparypa nnasnednst: 190 °C (¢ paznoxenviem).
PactBopumocts npu 25 °C (r/xn): B Bose — 0,43, auerone - 19,8, stanone
- 10,5, nponasone — 5,5, auxnopmerate — 0,6.
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LDsp s akcnepHMEHTaIbHBIX XHMBOTHBIX 1500—3750 Mr/kr, He pa3-
ApaxaeT KOXy.

I'nruenudeckue HopMatusei: ITJIK B Bone BomoemoB — 0,04 Mr/am’,
[10K B nouse — 0,05 mr/xr. MY B KyKypy3e, 3epHe XJNeOHBIX 31AKOB — He
AOMYCKAaeTCH.

MJLY B cemeHax u macie parca 0,01 Mr/kr.

O6nacth npUMeHenus: repbuuna wis 60psbbl C rOPYaKOM PO3OBBIM H
JAPYTHMH MHOTOJIETHUMH KOPHEOTHPLICKOBBIMHY COPHLIMH PACTEHHAMH.

1. MeTponornyeckas XapaKTepHCTHKA MeT0a

IIpu cobnmomeHun BceX pErnaMEHTHPOBaHHBIX YCJIOBUH IMMpOBeNeHHs
aHanu3a B TOYHOM COOTBETCTBHM C JAaHHOH METOAMKON MOrpeitHoctb (K eé
COCTaBIIAIOLINE) PE3yNHLTATOB W3MEPEHHH NMPH XOBEPUTENbHON BEPOATHOCTH
P = 0,95 He npesbiuiaer 3HadeHuii (TabamMua 1) s COOTBETCTBYIOMIUX IMa-
11a30HOB KOHUEHTpaIM.

Tabnuua 1
it Hopmartus
o "2"2;‘;"_ TOYHOCTH Cranaaprroe | Ilpenen Mpenen
Obnext ngnxon? (rpanMila OTHO- | OTKJIOHEHHE NMOBTO- | BOCIPOM3-
anamsa | oo i CHTCNILHOR | 1IOBTOPAEMOCTH, | pseMOCTH, | BOLMMOCTH,
u Ml?/l(lll‘"". TIOrPELUHOCTH), o,, % r, % R, %
9, %
Cemena 0.01—0.08 <50 5 14 33
panca
Macno 0,01—0,08 <50 5 14 33
panca
Tabnuuya 2

[lonnoTa H3BNAEYeHU N BCIECTBA, CTAHAAPTHOE OTKJIOHEHHE, 10BEPHTENbHbIA
HHTEPBAJ Cpe/lHero pelyasTaTa Ans nukiopama (n = 20, P = 0,95)

Mpeaen Jlnanason Cpeance Crangapt- |Mosepurenbublit
OO0bekT | obHapy- | onpenensiembix | 3Hau€eHHE | HOE OTKIO- | MHTEpBan cpea-
aHanu3a| KeHus, | KOHUCHTpalMii, | onpeaenchus,| Henuwe,  |Hero pesynsrara,

Mmr/kr MI/KE % S, % + %

Cemena
parica 0,01 0,01—0,08 86,6 53 9,8
Macno
panca 0,01 0,01—0,08 88,2 5,0 9,3
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2. Merton n3mepenus

MeToA 0CHOBAaH Ha W3BNEYEHHH OCTATOYHBIX KOJHYECTB NUKJIOpaMa M3
aHaNU3MpyeMoro OOBbEKTa OpraHMYeCKMMH DacCTBOPHTENAMH, NPOBEACHAH
OYHCTKH JKCTpaKTa MnepepacnpeleNieHHeM B CHCTEME HECMeUIMBAIOMMXCS
pacTBopuTeNelf H MeTHWIHPOBaHHH MHXJIOpama auazomerTaHoM. Komuuect-
BEHHOE OINpEHEJICHHE MPOBOAAT METOAOM abCosoTHOH KannGpoBKH C mpu-
MEHeHHEeM KamWLIAPHON ra30XUAKOCTHOM Xpomarorpaduu ¥ HCHOJIE30BaHH-
€M AETEKTOPA 3NEKTPOHHOTO 3aXBaTa.

Meroa cneunuyes B OPUCYTCTBHH APYIHX NPUMEHAEMBIX MECTULH-
noB. TlposeaeHue OYMCTKH IKCTPAKTOB, a TAKXKE MCHONB3OBAHHE KaNWIIsAp-
HOU KOJIOHKH M CEJIEKTHBHOIO JAETEKTOPA NO3BOJET YCTPAHATL BJIMSHHE KO-
3KCTPAKTHBHBIX BELIECTB HAa Pe3yabTaThi aHANIN3A.

3. CpencrBa n3mMepeHns, peakTHBLI,
BCNOMOraTe/bHbIe YCTPOCTBA H MaTepHADI

3.1. Cpedcmea uzmepenusn

Ta3oBblit XxpoMarorpad) ¢ AETEKTOPOM 3EKTPOH-
HOTO 3axBaTa U Xxpomarorpaduueckoll kBapueBoi
KalmWIISpHOHK KoNOHKOH JHHOM 30 M, BHYTpEH-
HHM nuametpoM 0,32 MM ¢ HenoaBHXXHOI dasoit
BP-50 (tuna OV-17), Tonmuna wiekky 0,5 Mxm

Becb1 aHanuTHueckue tuna BJ1A-200 TOCT 24104—2001
Becel nabopatopurie Tina BJIKT-500 I'OCT 24104—80
Kon6pi-konuenTpaTopsl o6bemMom 250 cm” Tr'OCT 25336—82

Kon6bl miockoaoHusie 06eMom 100 1 300 cm®  TOCT 25336—82
Kon6bi MepHsie co uutupom

obremom 25, 50, 100 cm I'OCT 23932--90
Muxpomnpuu MII-10 TV 2-833—106
IurnieTkn rpanyupoBaHHbie

o6bemom 1,2, 51 10 e’ rOCT 29227—91

IMpo6upku MepHbie co uuHpom o6bemom 5,0 e’ TOCT 23932—90

CrakaHbl XUMHYECKHE

o6semom 100, 200 1 500 cm’ I'OCT 25336—82

Llunuuapsr MepHste 06beMoM 25 1 250 cm’ 'OCT 23932—90
JlomyckaeTcs UCNONb30BaHUE CPEACTB H3IMEPEHHMS C AHANTOrHYHBIMH WIH

JIY4IIMMH XapaKTePHCTHKaMHU.
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3.2. Peaxmues:

AnanuTuyeckuit CTaHAApT NukiIopama
A30T ra3oo0pa3Hblii BHICOKO! YHCTOThI
ALETOH, 0CY

ALIETOHHUTPHI /1S XpoMaTorpapuH, X4
Boaa nuctunnpoBaHHas

H-["ekcaH, x4

JuxnopMeTa, X4

H300KTaH 3TaNOHHBIHA

Kanusa ruapookucs, 4ia

Harpuit ceproxucnsiii 6/8 (cynsdar), una
Hatpuit xnopHcTelit, yaa
N-HutpozoMeTunMoueBHHA, X4
CepHas KHCIOTa, OCY

CMech H-TFeKCaH: IMITHIOBBIH 3¢up,
50 : 50, no 06bEMY

3¢up AMOTHNOBBIH, Y ga

TY 301-07-25—89
TY 2633-004-11291058-94
TY 6-09-4326—76
roCT 7602—72

TY 6-09-3375—78
TY 6-09-2662—77
I'OCT 12433—83
rOCT 24363—380
TOCT 4166—76
I'OCT 4233—77

TY 6-09-11-1643—82
FOCT 14262—78

TV 2600-001-43852015--05

JlonyckaeTcsa MCMONb30BaHHE PEAKTHBOB KBanubHkauuel He HIXKeE yKa-

3aHHbIX.

3.3. Bcnomozamenasusie ycmpoiicmea u Mamepuansi

Anmnapar is BCTPAXUBAHUA

Banna yabstpassykosas Y3B/100 TH

Bara meaunuHCcKas

Bopouku aenutensHbie 06beMoM 250 1 500 cm3
BopoHKK XHMHYECKHE KOHYCHbIE
HunukaropHas GyMara yHHsepcasbHas
Kosnmnauky anioMuHUEBbIE AN repMETH3AIIMH
¢hnaxouoB

MensHuua anexTpuueckas nabGoparopHas
Hacoc BopocTpyiHbIii

Poraumonubili BakyyMHbI# CapuTeb
LABOROTA 4000

Ipucnocobnenue wis 06xHuMa KONNAYKOB

Ha ¢naxoHax

VYcranoBka and neperoHKH pacTBOpHTEeH
npu aTMochepHOM AaBlEeHHH

YcraHoBKa LIS yniapyBaHHsA pPacTBOpHTeNeH B
TOKE a30Ta

DwibTpbl OyMaXKHbIE, KPacCHas NEHTa
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TY 6-09-1181—76
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TY 46-22-236—-79
'oCT 10696—75

TV 42-2-2442—73

TY 2642-001-42624157-98
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DunbTpsl GymaxHbie, Genas neHra TV 2642-001-42624157--98
OuIbTPH! GyMaXKHEIE, CUHASA JICHTa TV 2642-001-42624157-98
DnakoHsl CTEXISHHBIE (THNA NEHHLWUTHHOBBIX)

ofbemom 2,0—5,0 cm’ TV 64-2-10—87
DNEKTPOIUIHTKA I'OCT 14919—83

llonycxaeTcx HCMONB30BAHHE APYroro BCNOMOTaTeibHOIO 060pyuoaa-
HHS € TEXHUYCCKHUMH XapAaKTCPUCTHKAMK HE HMKE YKa3aHHbIX.

4. TpeGoBanHs Ge30nACHOCTH

4.1. Ipu nposeseHnyu paboTbl HeobxoaUMO COBLOAATh MpaBMIa TEX-
HHUKM Ge30MacHOCTH, YCTaHOBJieHHble A paboT C TOKCHYHBIMH, €OKMMM,
nerkosociuiameHstoummuca Beurectsamu (FOCT 12.1.005, T'OCT 12.1.007).
Opranuzauus ob6yueHus paboruMkor no 6esonacHoctu Tpyaa (IOCT
12.0.004).

ITpu BbIMONHEHMU H3MEPEHHi C MCTIOAB3OBAHHEM ra30BOTO XpoMaTo-
rpada u paGore ¢ 3nEXTPOoyCTaHOBKaMu cobmofath npasuia 3neKkTpobde3o-
nacHocTH B cooTBercTBUM ¢ TpeGoBaruamu F'OCT 12.1.019 vt HHCTPYKUMAMHU
0 2KCTUTyaTauvy npubopos.

4.2. Tomeuenne nabopaTopuH ACHKHO ObITL 0GOPYAOBAHO MMPUTOHHO-
BBITAXCHOH BEHTHALMEH, COOTBETCTBOBaTh TpeGOBaHUAM rnoXapHOH 6e30-
nacnoctd (TOCT 12.1.004) u umers cpeacrea noxaporywmenuns (FOCT
12.4.009). Coaepxanue BpeHBbIX BEWECTB B BO3AyXe J1aboparopHOro nome-
WEHHA He JNOJDKHO MpeBbIIaTh HOPM, ycTaHoBaeHHbix I'H 2.2.5. 1313-—03
«ITpenensHo noryctumsble koHueHTpauun (I1JIK) BpeAHbIX BEIECTB B BO3AY-~
xe paboueii 30Hb1Y.

5. TpeGoBanus K KBATH(QHKALHH ONEPATOPOB

H3MepeHHs MOXET BbINONHATbL CHCUHAIHCT-XUMHK, MMEIOUMH OMbIT
paboThl METOAOM KaNWINAPHOH ra3okM/KOCTHOM XpoMaTorpaduu, 03HaKOM-
NEHHBIH C PYKOBOACTBOM MO JKCIUIyaTauMu ras’oBoro xpomarorpada, ocso-
MBIUMH JAHHBIA METOA M NMOATBEPAMBIUHHA IKCNIEPUMEHTAILHO COOTBETCTBME
N0Jly4aeMbIX pe3yNbTaTOB HOPMAaTHMBaM KOHTPOJA MOrPEUIHOCTH M3MEpPEHUH
no m. 13.

6. YcnoBHSA u3MEpeHNst

ITpy BLIMONHEHHH M3MEPEHHA BBITIONHAIOT CAEAYIOLWIME YCIOBHSA:
® Mponecchl NPUroTOBIEHUA PaCTBOPOB M NMOAFOTOBKH NMpPOO K aHAIHM3y
NpOBOMAT MpH TEMMepaType Bo3ltyxa JaboparopHoro nomeluenus +20 + 5 °C
M OTHOCHTEJILHOM BIQXHOCTH BO3AyXa He Gonee 80 %,;
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® BLINOJIHGHME M3MEPEHHs Ha ra3osoM Xpomarorpade mpoBOAAT B yc-
NIOBHAX, PEKOMEHIOBAHHBIX TEXHHUECKOU JOKyMeHTaLMeil k mpubopy.

7. OT60p npob B xpanenne

Or6op npob w1 aHanu3a NPOBOAAT B COOTBETCTBHH C «YHU(HUMpO-
BaHHBIMHM MpaBUWJiaMM 0TOOpa Npo6 CenLCKOXO3AHCTBEHHOH NPOXYKLHH,
NpPOAYKTOB THTaHHA M OOBEKTOB OKpYXKalolle# cpelbl Wi OMpeAeNeHus
MHUKDOKOJIMYECTB NecTuuuaoB», Ne 2051-79 or 21.08.1979 rona, a Takxe B
cooteetcTBuM ¢ [OCT 10852—86 «CemeHa MacnnuHble. IIpaBuna npuéMkH
1 MeToabl oT6opa npoo».

Jna uccnenopatenbckux Lened aomyckaeTcs MojiyuyeHde B Jaboparto-
puM Macia u3 npob M3MeNbYEHHBIX CEMAH MCTOAOM JKCTPAKLUMU OpraHHue-
CKHM pacTBOpUTENeM npu Temmeparype e Beimie +40 °C. ITpo6bl Macia
xpaHaT npu +4—6 °C B 3akpbITOit cTeknsnHOHN Tape He Gonee 30 cyTok.

8. IToaroroska Kk onpeneieHHI0

8.1. Konouyuonuposanue Kononxku

KanunnspHyto xpomarorpapuyeckyio KOJIOHKY YCTaHaBJIHBAIOT B ra3o-
Bblii XpoMaTorpad W nepen aHAIM3OM KOHAMUHMOHHPYIOT NPH TeMmepatype
+280 °C 10 ycTaHOBJIEHHS HYJIEBOH NMHUU.

8.2. Toozomoska u ouucmxa pacmeopumeneii

INepen Hayanom paboTel NPOBEPSAIOT YHCTOTY NPHMEHACMbIX OpraHHue-
ckux pacteoputeneit. Jing 3toro 100 cM’ pacTBOpUTENs YNapHBAIOT B POTa-
LMOHHOM BaKyyMHOM Hcnaputeje npu Temmneparype +40 °C no obnéma
1,0cM’ u xpomarorpagpupyior. [Ipu obHapyxkeHun MewalolMX onpenene-
HUIO TIpUMeced OYMCTKY pacTBOpUTeNed NpOW3BOAAT B COOTBETCTBHUHM C 00-
LUETPHHATHIMH METONKAMH.

8.3. Ipuzomosenenue 3pupnozo pacmeopa douazomemana
(u3 pacuema memunupoeanus IKCmpaxkmoe 2-x npob)

N-Hutposometwimouesuny maccoit (0,5 +0,01) r nomewmaior Bo ¢na-
KOH EMKOCTbIO 2,0—3,0 CM® M repMETH3IMPYIOT Pe3MHOBON NMPoGKOM M KoM~
Ma4ykOM C [IOMOILIbIO MPUCTIOCOOJIEHHA /Ul 06:KHMa KONMAauykoB Ha (hlakoHax.
B apyro#t ¢nakoH EMKOCTBIO 5,0 M’ BHOCAT AMITHIOBHIA 3Up O6BLEMOM
4,0 cM’, repMeTH3UpYIOT PE3UHOBOH MPOGKOH M KOINAYKOM H OXJAKIAIOT B
MOpO3WIBHOM XaMepe XONOAWIbHUKA B TeueHue 30 MHHYT.

[Tocne 3TOro (IakoHb Yepe3 MpeABaAPUTENLHO TIPOKONOTEIE NPOOKH CO-
eauHAioT rubkoi Tednounosoii Tpyokoit (BHyTp. auam. ~ 1,5—2,0 mm), on-
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HHM KOHLIOM NOrpykas ee B AUITHIOBbIA d¢dup Ha Beio rny6uny (¢paakoH c
OXJIAKAEHHBIM 3THIOBBIM 3QupoM 00A3aTEALHO NOMMKEH emé MeTh cBobon-
Hb# BbIXOA B atMOC(epy). Bo ¢niakoH ¢ HHTPO3OMETWIMOYEBHUHOMN, HCIIOJIb-
3ys WINPHKU C TOHKOH HINION M MpoKaibiBas nMpoOKy, N06aBMAIOT MO KaruIAM
no ctenke 50 % BONHBIN pacTBOp rUapPoOKMCH Kaua (~ 0,3 cM’) Ao mpexpa-
WEHUA peakuHd. JIU3THAOBbIH 3(Up NpH HacklIEHUH NHAa30METAHOM OKpa-
IIMBAETCA B APKO XKENThIH LIBET.

Buumanne! IIpurotoBnesue 3QUpHOTo pacTtsopa AHa30METaHa U TIPO-
LEeXYPY METWIMPOBaHUA HEOOXOAMMO NPOBOAUTL B PaboTalomeM BLITHKHOM

wkagdy.

8.4. ITpuzomoenenue zpadyuposounsix pacmeopos

OcHOBHOM pacTBOp MMKJIOpama ¢ coaepxanueM 100 Mxr/cM® roToBsT
pacTBopeHueM B aueroHe 0,01 r ananurniyeckoro CranaapTa nuKiIopama B
MepHoll konbe EMkocTeio 100 oM. PacTBOp XpaHAT B XOJOAHJIbHHKE TP
TeMneparype +4—=6 °C He Gonee TpEX MecALEB.

Paboune crangaprHble pacTBopst ¢ koHueHrpauusmu 0,8, 0,4, 0,2 u
0,1 MKr/cM® rOTOBAT W3 OCHOBHOTO CTAHIAPTHOTO PacTBOpa NMMKIOpaMa No-
cnefoBaTensHbIM pas30aBiieHHEM aLETOHOM. PaGouHe pacTBOpBI XpaHAT B
XOJIOAWIbHUKE MNpH Temnepatype + 4—6 °C He 6onee mecsaua. B moaenbHbIx
OMbITaX NMPH U3YYEHHH NONHOThbl U3BJICUEHHUSI MHKIIOPAMa HCMONL3YIOT aue-
TOHOBBIE PACTBOPbI CTAHAAPTHOIO BELIECTBA.

JIna npUroToBNEeHMA rpafyHpPOBOUHLIX PACTBOPOB B MepHLIE MPOOHPKH
co nutHdoM obbemom 5,0 cM® BHOCAT 110 1,0 cM’ paBounx pacTBOpoB MHKJIO-
paMa ¢ konueHTpaumsmu 0,1, 0,2, 0,4 u 0,8 mMkr/cm®. PactsopuTens B mpo-
61pKax ynapyBaioT B TOKE a30Ta JIOCyXa M NPOBOAAT METWIHPOBAHHE MMKIO-
pama 1o . 8.4.1.

8.4.1. Memunupoeanue nuxnopama
B npo6UpKH ¢ CyXMM 0CTaTKOM A06aBIAIOT 110 2,0 CM® CBEXENPUTOTOB-
nexHoro no n. 8.3 3¢upHOro pacTBopa nMasometana. I1podupkn 3akpbiBaloT
npo6kaMu H cTaBAT Ha 12—14 yacos (Ha HOYL) B XONOAMILHHK C TeMnepa-
Typo# + 4—6 °C. [locne 3Toro au3THIOBLI 3dUp B MPOOMpPKaX ymapuBaloT B
TOKE a30Ta 0CyXa M CyXOif ocTaToK pacTBopIOT B 1,0 CM™ H300KTaHa.

8.5. Mocmpoenue zpadyuposounoi xapaxmepucmuxu

Jlns nocTpoeHus rpagynpoBOYHOrO rpadHka B MHXXEKTOP XpoMaTorpa-
da (1. 9.3) BBOAAT MO 1 MM’ IpHroTORNIEHHBIX 110 1. 8.4 M 1. 8.4.1 pacTBOpOB,
coaep)KalMx NUKnIopam (B BHIE NPOM3BOAHOro) B KoHueHtpauwmsix 0,1, 0,2,
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0,4 1 0,8 Mxr/cm’. OCYIIECTBASIOT He MeHee TpEX mapavieNbHbIX HU3IMEPEHUH
M HaXONAT CPeAHEE 3HAY€HHe BLICOTHI (MUIOWAAM) XpoMarorpadMueckoro
nuka M Kakaoh KOHUEHTpaunH. CTPOSAT rpagyHpoBOYHbIN rpaduk 3aBUCH-
MOCTH BBICOTHI (TUIOIIANM) XPOMATOrPagUYECKOro MHKa B MM (MM?) OT KOH-
UEHTPAUMH MUKIIOpaMa B rPagyMpPOBOYHOM pacTBope B Mkr/cm’. [panynpo-
BOYHYIO XapaKTepHCTHKY HeOOXOZMMO NPOBEPATL NPH 3aMEHE pEeaKTHBOB,
XpOMaTOrpadmyecKoil KONOHKM WM DJIEMEHTOB XpoMaTorpaduueckoli cuc-
TEMbl, UI3MEHCHHH YCNOBHH XpomarorpadupoBaHHA, a TakkKe NMpU OTpHLA-
TEJbHOM pe3ybTaTe KOHTPOJA IPaldyHpOBO4HOro ko3 duumeHTa.

I'panyypoBOUYHYIO 3aBHCMMOCTb NPHU3HAIOT cTabMNbHOIN NMpy BbiMONHE-
HUU CHEMYIOLIErO YCIIOBUA:

lc-c.]
——C——— -100 < Akolﬂ'p. , rae

C - aTTecTOBaHHOE 3HAaYE€HWE MACCOBOM KOHLECHTPallHM MHKIOpaMa B
rpajypOBOYHOM PacTBOpE,

Cy — pe3ynbTaT KOHTPOJILHOIO H3MEPEHHA MACCOBOH KOHUEHTpaLHH
NUK/IOpaMa B rpaly MPOBOYHOM pacTBOpe,

Axourp, — HOPMATHB KOHTPONS TIpajyHpOBOYHOro koddduuuenta, %
(Aconrp.= 10 % npu P = 0,95).

8.6. Ilepsuunan obpabomxa npob

[Mpo6s! cemsiH parnca nepea aHAIM30M PacchinaloT Ha Gymare win Kaib-
K€ M MHHLETOM YAAJAIOT BiJo4eHHs. CeMeHa H3MeNbyatoT Ha nabopaTopHoii
MEALHULE U IToce TIepeMeUIMBAHHA H3MEIbLYEHHOM MacChl OTOMpalOT ycpel-
HEHHYIO aHATUTHYCCKYIO0 Npoby.

9. TipoBeaenne onpeaeieHns

9.1. Onpedenenue nuxnopama é cemenax panca

AHanuTHueckyio npoby cemsn maccoit 10 £ 0,1 r noMewaior B 1IOCKO-
JOHHYIO K0IBy EMKOCTbIO 300 cM’, H06aBisroT 150 cM® CMECH ALETOH : HMCTHI-
nuposanHas Boaa (90 : 10), cinerka BCTpAXWBalOT M NoaBepraloT o6paboTke
ynbTpa3sBykom B V3-6ane B TeueHue 10 MuH npn KOMHaTHOM Temmeparype.
focne sToro comepxxumoe konbbi GuUILTPYIOT uepe3 GyMakHbilt GUILTD
KpacHas JieHTa B KONGy-koHueHTparop &mkocthio 250 cm’. Coaepxumoe
Kkon6bI ¢ IPOGOI NPOMBIBAIOT 50 CM® CMECH ANETOH: IUCTHILTMPOBAHHAA BOAA
(90 : 10), xoTopy1o TaKxke GUALTPYIOT B KONOY-KOHUEHTPATOP.
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IMpy HCnoAb30BaHUM ammapaTa JUIA BCTPAXWBAHHA B IUIOCKOAOHHYIO
k0a6y ¢ aHanMTHYecKo#l npoGoi BHOCAT 150 cM® CMecH aLETOH : AMCTHII-
nvposanHas BoAa (90 : 10) u Bcrpaxusaiot B Teuenue 60 mun. Ilocne aroro
conepxnMoe Koa6sl GUABTPYIOT Yepes 6yma>|cm>m (UILTp KpacHas jieHTa B
KON6y-KOHUEHTpaTop &MKoCThIO 250 cM®. Conepxumoe konbbi ¢ npoGoi
npoMeIBaioT 50 cM® CMeCH alleTOH:AMCTWLTMpOBaHHas Boja (90 : 10), koTo-
pYIo0 TaKke GHILTPYIOT B KOAOY-KOHLIEHTPATOP.

Konby-koHUEHTpaTop ¢ O6BLEAHHEHHBIM 3KCTPAKTOM MOICOEAMHSIOT K
POTaLMOHHOMY naxyymuomy MCIIapHTEMIO W YNapuBalOT PacCTBOPHTENb IO
ofbbéma 10—20 CM npu Temnepatype +40 °C. B xonﬁy-xouuemparop no-
GaBamoT 200 cM> AMCTWINKPOBaKHOH BobY, 2,0 M’ 5,0 % BOAHOTO PacTBOpa
CEpHOH KMCNOTHl M COAEPKHMMOE KONObI MEPEMEIUMBAIOT BCTPAXUBAHMEM.
Kon6y-kOHUEHTPaTOp MOMELIAIOT B XONOANIILHIK U BhIIEPKHBAIOT MPH TEM-
neparype +4—+6 °C B TeueHne 4—35 yacos. [Tocne 3Toro couepxxumoe konGbt
UILTPYIOT yepe3 6ymaxHbit GuibTp Genas JeHTa B AENUTENBHYIO BOPOHKY
émkocTeio 500 cM®. B nopom(y no6asnsor 10 % BonHBIN PacTBOp rMAPOOKH-
cu kanus no pH 9—10, 30 o™’ Hacuulenuoro BOAHOTO PacTBOpa XJIOPUCTOrO
HATPHA M nocie nepeMewnBanus 75 cM® auxnopmerana. CoacpXuMoe BO-
POHKM SHEPruvHO BCTPAXHMBAIOT B TeueHnue 2-x muHyT. [locne i5-tn munyr-
HOTO OTCTaHBaHUA HIKHHH AMXJIOPMETAHOBBIH CIOM CIMBAIOT M OTOpachIBa-
1oT. Tlpouexypy O4YMCTKH 3IKCTpaKTa fIOBTOPAIOT C UCNonb30BaHuneM 50 o™’
nuxnopMeTaHa. Jlafee B BOPOHKY A06aBMfiOT 40 M’ HACHIIEHHOTO BOAHOTO
PAcTBOpa XJIOPHCTOr0 HATPHA M MOCIC MepeMeluBaHua 75 cM® H-rexcaHa.
ConepxuMoe BOPOHKH SHEPIrHUHO BCTPAXMBAIOT B TeudeHue 2-x MHHyT. [To-
cine 5-TM MUHYTHOTO OTCTaMBaHHA HWXHHMH alUEeTOHO-BOAHBIN CIJIOH CIMBalOT
B XMMHUYECKUH CTakaH &MkocTbio 500 cM’, a BEPXHHUii reKCanOBBII CIIO# Cnu-
BAaIOT U 0TOPachIBAIOT.

BoaHblit pacTBop npoObl, HaXOAAWMICA B XUMUYECKOM CTaKaHe, MOM-
KHCJIAIOT KOHUEHTPUPOBaHHOI cepHOi xucioroit no pH 2,0 u mepeHocaT B
YHCTYIO JENHUTENBHYIO BOPOHKY EMKOCTBIO 500 cM>. B BOPOHKY n06aBnsioT
75 cM® cMecH rexcan: THITWIOBBIH up (50 : 50) M BCTPAXHBAIOT B TEUECHHE
2-x muHyT. ITocne nosHoOro pasneieHnAs CIOEB HMKHHMN BOAHBIN CHOH ClM-
BalOT B XMMH4YECKMII CTaKaH, a BEpXHR#i rekcaHo-3(upHbiii clolt puisTpyloT
4yepe3 GUILTP CHHAA JIEHTa CO cnoeM 6e3BoAHOro cysbdara HaTpua (TONUIM-
Ha cnoa ~ 1,0—1,5 cM) B konGy-kOHUEHTpaTop EMKOCThIO 250 cM’. JkeTpa-
rupoBanue U QWILTPOBaHHE MOBTOPAIOT C HCIONb30BaHWEM S0 cM’® cMecH
rexcaH: guITHNOBbIH 3dup (50 : 50). Huxauit BoaHbii cnoit oTOpackiBatoT.

Kon6y-koHueHTpaTrop ¢ 06beAMHEHHBIM reKCaHO-3()HPHBIM 3KCTPAKTOM
NOACOCAHHAIOT K POTALMOHHOMY BaKYyMHOMY HCIapHTENIO W YNapuMBalOT
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pacTBOpHTeNH Npu Temuepatype +40 °C 10 o6béma 3—5 cm’. OcTaTok 3Kc-
TpaxTa KOJIPNCCTBCHHO NepeHoCAT B MEPHYIO NMpPOoOGUPKY co uuTHGOM EMKO-
CThio 5,0 M ¥ YNapHBalOT paCTBOPHUTEJM B TOKE a30Ta J0OCyXa NpH Temrnepa-
Type +40 °.

MeTtwinpoBatue nukiopama npooaAT no An. 8.4.1, a razoxpomarorpa-
¢uiecknii ananus no n. 9.3.

9.2. Onpedenenue nuxiopama 8 macae panca

AHanmmecxylo npoGy macna Mmaccoé 10,0 £0,1 r pactsopmor B
50 cM® H-rekcaua (Hacumeﬂnoro aUETOHUTPUIIOM) B TLUIOCKONOHHON koj6e
émkocthio 100 cM® u mocnie 3TorO reKcaHosbm pactsop Macia nepeuoc;n B
RETHUTENLHYIO BOPOHKY &MKOCTBIO 250 cm’. Konby npomeiBaioT 50 cM® ane-
TOHUTPWIA (HACHILIEHHOrO H-TEKCAHOM) M MEPEHOCAT ero B BOpOoHKYy. Co-
1ep>KMMOE BOPOHKH BCTPAXHMBAIOT B TeYEHHE 2-X MHUHYT. [Tocne 5-TH MUHYT-
HOr0 OTCTaWBaHHA HHXHHUH allC’l‘OHHTpMJ‘leblﬁ cnoil cnuBalor B Konly-
KOHucquaTOp émkocTeio 250 cm’. TLmockomonHylo konby MpOMBIBAIOT
25 cM® aueToHMTpUnia (Hacumermo:o H-TEKCAHOM) M Tak-Ke MNEPeHOCAT B
JIESIRTEIILHYIO BOPOHKY (250 CM) CoaepxuMoe BOPOHKH BCTPAXHBAIOT B
TEYEHHe 2-X MUHYT, OTCTAHBAIOT 5 MMHYT M HIXKHHMH aUETOHUTPWIBbHBIA
cnoit 06beAMIIIOT B KONIGe-KOHUEHTPATOPE C NpeabinyuuM. Bepxuuii rekca-
HOBBIH Ci10# OTOpacLIBAIOT.

Konby-koHUeHTpaTop ¢ 00be AUHEHHBIM allETOHHRTPHIBHBIM KCTPAKTOM
NOJACOEAUHAIOT K POTAUMOHHOMY BaKyYYMHOMY HCHAPHTENIO M YNAPUBAOT
pactBOpHTesIb J0CyXa 1IDH TeMTIEpaType +50 °C. nyon OCTaTOK pacTBOPAIOT
B 20 cm’ aueTOoHa. K pacteopy no6Gapnstor 200 cM® nuCTHATHPOBaHHOR BO-
b, 2,0 cM” 5,0 % BOAHOTO pacTBOpa CepHOM KMCIOTbI 1 conepXuMoe Konbbl
ficpeMelInBaloT BeTpAxuBaHueM. KonOy-KOHUEHTpaTOp MOMEUIaloT B X0J0-
JNUNbHUK W BBIIEPXKMBAIOT Npu TeMmrepatype 14—6°C B TeyeHue 4
5 yacos. [locne 3Toro comepxuMoc KoNObI (GUALTPYIOT uepe3d GyMarKHbII
GunbTp Genas JieHTa B NENHTENbHYIO BOPOHKY EMKOCTBIO 500 cM’. B BOPOHKY
no6asnsor 10 % BOAMBIH PacTBOp rUAPOOKMCH Kamus o pH 9—10, 30 cM®
HACBILIEHHOTO BOJIHOTO PacTBOPA XJIOPHCTOTO HATPHS W, MOCKE HepeMentn-
auua, 75 cm’ auxnopmertaHa. ColepXMMO€ BOPOHKH JHEPrH4HO BCTPAXU-
BAlOT B TeyeHHe 2-X MUHYT. [locne 15-TH MUHYTHOrO OTCTAMBAHUA HWXHMIA
AMXJIOPMETAHOBBIA CJIOH CHBAIOT M mﬁpacsmam. IMpouenypy OYHCTKH
JKCTpaKTa NOBTOPHIOT C MCNIONE3OBAHHEM 50 cM’ muxnopmerana. [anee B
BOPOHKY nobGaBnsior 40 cm’ Hacuuj.eﬂﬂoro BOAHOrO pacTBOpa XJOPHCTOIO
HATPHUA W, M10C/e NEpeMeIUBanus, 75 cM® H-TeKCaHa. ConepxuMoe BOPOHKH
JHEPrHYHO BCTPAXHBAIOT B TedcHHe 2-Xx MUHYT. [locne 5-T MHHYTHOFO OT-
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CTauBaHHMs HIDKHMH aUETOHO-BOHBIN CNOM CAMBAIOT B XMMHUECKHH CTakaH
#MKOCTBIO 500 cM’, 2 BEpXHHUIt reKCaHOBBIN CIOM CIMBAIOT W OTOPACKIBAIOT.

Bonublit pacTBOp npo6bl, HaxonAwmics B XMMHYECKOM CTaKaHe, Moa-
KHCHISIOT KOHUEHTPHPOBaHHOR cepHoif kucnotoit no pH 2,0 u nepexocst B
YUCTYIO AEIMTENbLHYIO BOPOHKY &MKocThio 500 oM. B BOPOHKY H00aBJsIOT
75 cM® cMecH reKcaH: IHITHIOBKIH 3¢up (50 : S0) M BCTPAXHBAIOT B TeuEHHE
2-x muHyT. [Tocne nonHOro pasneneHus CA0EB HHXHMI BOAHBINA ClOM ciu-
BAIOT B XHMHUECKHH CTakaH, a BepXHuil rekcaHo-3QHpHBIii Cloi uibTpyroT
yepe3 GUILTP CHHAA JIEHTa CO cioeM Ge3BoaHOro CynbdaTa HaTPUs (TOIMH-
ua cnoa ~ 1,0—1,5 cM) B kon6y-KoHueHTpaTop EMKOCTHIO 250 cM’. JKCTpa-
rMpoBaHHMe M (WILTPOBaHHE MOBTOPAIOT C MCTONB3OBaHMEM 50 cM’ cMecw
rexcan: auaTwioBbii 3dup (50 : 50). Hmxauit BoaHbIi cyoi 0TOpackiBaIOT.

Konby-KkoHueHTpaTop ¢ 06beMREHHBIM FeKCaHO-3(HUPHBIM IKCTPAKTOM
NMOACOEAHHSAIOT K POTAUHOHHOMY BaKyyMHOMY HCIApUTENIO M YNapuBaloT
pactsopuTenH npu Temneparype +40 °C 10 06béma 3—S cm’. OcTaTok dKc-
TPaKTa KOJNUYECTBEHHO MEPCHOCAT B MEPHYIO MPOOHPKY Co wiiHpom EMKO-
cThi0 5,0 cM’ M ynapHBalOT pacTBOPHTENH B TOKE a30Ta 10CyXa IIpH TeMIlepa-
Type +40 °C.

MermpoBanne nuiaopaMa npoBoaAaT o m.8.4.1, a razoxpomarorpa-
¢uueckmii aHanus no n.9.3.

9.3. Ycaoeus xpomamozpagupoeanus

T"a3oBsIit XpoMaTorpad ¢ AETEKTOPOM IEKTPOHHOTO 3aXBATa U XPOMa-
TorpapHuyeckoi KBapueBoii KaHJUIAPHO#H KOJOHKOH WIHHOM 30 M, BHYTpeH-
HuM aHameTpom 0,32 MM ¢ HenoaBuxHOI ¢asofi BP-50 (Tuna OV-17), Ton-
WM¥HA MNEeHKH 0,5 MKM.

Temnepatypa konoHku: nporpammuposanune ot 80 °C (1 mun) no 280 °C
(20 Mun) co ckopoctbio 10,0 °C/mMun. TeMnepatypa mcnaputens — 250 °C,
getextopa — 300 °C. Pacxoa ra3os: rasa-Hocutesns (a3ot B/4) — 2,0 cM*/MuH,
JONIONHHTENLHOTO rasa (a30T B/Y) k netekropy — 40 cM/mun. Konuuectso
ANMKBOTHI, BBOMMMOE B Xpomatorpad) — 1 MM’. JiIs NocTiXeHus npenena
onpenenenus 0,5 MAY (0,005 mr/kr) B xpomatorpag BBoaAT 2 MM aHanu-
3UpYEMOro IKCTpaKTa.

Bpems ynepxusanms nyuiopama (B BuLi npoussoaHoro): 18,00 £ 0,03 mun.

10. O6paboTka pe3ybTaTOB aHATH3A
KonyuectBenHoe onpenefieHue MUKNIOpaMa IMPOBOJAAT METOAOM abco-

JIIOTHOM KanHGPOBKY M BLIYUCIAIOT 1O dopmyie:
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X=H2xCxV
H,xP

X - comepyaHue nukiiopama B npoGe, MI/kr,

H, — BpicoTa (IU10MIa/Ib) MUKA AHATH3UPYEMOTO BEIUECTBa, MM (MM?),

H, - BbICOTA (IUTOWIA/IL) MTHKA CTAHIAPTHOTO BElECTRa, MM (MM?),

C - KOHLIEHTPaLMA CTaHAAPTHOTO PacTBOPa NUKIOPAMa, MKI/CM’,

V — 06BEM IKCTpaKTa, OArOTORNEHHOTO 15 XPOMATOrpadUpOBaHHS, CM’,

P — Mmacca (r) aHanuTHueckoi npoGbl.

ConepxaHHEe OCTaTOUHBIX KONHYECTB MUKJIOPaMa B aHAIH3UPYEMOM
obpasLe BLIUUCASIOT KaK CPeAHee U3 ABYX napalUlesibHbIX ornpenenenuii. Ipu
1I0JIy4EHHH 3aUKaNeHHBIX IHKOB aHAM3HPYeMblil JKCTpakT pasbasisior
N300K1aHOM.

, Tae

11. ITpoBepka npueMJIEMOCTH Pe3yJibTATOB NapasleabHbIX
onpejesieHui

3a pe3ynsTar aHanu3a NPUHUMAIOT CpeaHee apHMeTHUECKOe Pe3ybTa-
TOB /IByX HapaiNe/ibHbIX ONpeeNeHuH, pacXoXAeHHE MEXIY KOTOPHIMH He

NpeBbIIACT Npeaena nopropsemocty (1):
21X, - X,|-100
———F < r,rae )
(X, +X3)

X\, X2 — pe3ysnbTaThl NapauienbHbIX OnpeneneHui, Mr/kr;

r - 3HaYeHMe npcaena nosTopaemMoctH (r = 2.80,).

[Tpu HesbinonHeHHH ycioBUA (1) BbIACHSIOT NMPHYHHB! NPEBbIICHHS
npesena noBTOPIEMOCTH, YCTPAHAIOT X H BHOBb BLITNONHAIOT aHANH3.

12. Ojpopmaenne pe3yabLTaToB
PezyanaT aHaJIu3a NpeacTas)ialoT B BUAE:

(:\7 + A) Mr/kr nipu BeposTHocTH P = 0,95, rae

X — cpeaHee apudMeTHUecKoe pe3yNbTaToB ONpEAENEHMI, IPH3HAH-
HbIX IPUEMJIEMBIMH, MI/KT;
A4 — rpanuua abcomoTHO! NOrpeLHOCTH, MI/KT;

A=35-X/100,

6 — rpaHuna OTHOCHTENBLHOM MOTPEMIHOCTH METOAMKH (TI0Ka3aTeb TOY-
HOCTH B COOTBETCTBHU C IHANa30HOM KOHLEHTpaLwuit), Y.
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B cnyvae, ecnu coepxkaHie KOMIIOHEHTa MEHEE HIXKHEN IPaHHUbI ua-
Ma3oHa ONpeNeNseMbIX KOHUEHTpauyM, pe3yNbTal aHain3a NPELCTABILOT B
BUJIE. (COMEPXaHMe BemecTra B npoGe menee 0,01 Mr/kry, rae * — 0,01 mr/kr —
npenen o6HapyKEeHHA MUKIOopaMa B aHAIM3UPYEMbIX 06BeKTaX.

13. KoHTpoab Ka4ecTBa pe3y ibTaTOB H3MEpPeHH

OnepaTHBHBIN KOHTPOJIbL MOTPENIHOCTH H BOCTIPOM3BOINMOCTH H3MeEpe-
Huit ocymecTeaserca B coorsercteuu ¢ OCT P UCO 5725-1-6-2002 «Tou-
HOCThb (IPaBWIBHOCTb M NPEUH3UOHHOCTb) METOHNOB W pE3yJILTATOB M3Mepe-
Hui».

CtaGuibHOCTh PE3YNbTATOB U3MEPEHHH KOHTPONMUPYIOT fepe MpoBe-
HEHUEM M3MEPEHUH, aHANM3MPYA OfUH M3 rPagyMPOBOYHBIX pacTBopos. [Ina-
HOBBbIH BHYTPHIAOOPaTOPHBi#i ONEpaTHBHLIM KOHTPONbL MpOLEAYpH! BHINON-
HEHHA aHAJIH3a NPOBOAMTCS C NPUMEHEHHEM MeTOAa 100aBOK.

Benwunna no6asku Cy XOMKHA yNOBIETBOPATD YCJIOBHIO:

Cs =A,x+Ayx, roe

* A ,x (£ A, x’) — XapaKTepucTHka MOrpewHocT! (abconoTHas fo-
FPCUIHOCTh) Pe3yNbTaTOB aHAIM3a, COOTBETCTBYIOWIAA COHEPKAHHIO KOMIIO-
HEHTa B UCMbITyeMOM 06pa3ue (pacyeTHoMy 3HaYEHUIO COAEPKAHUS KOMIO-
HeHTa B 06pasue ¢ 106aBKOi, COOTBETCTBEHHO), MI/KT; MPH 3TOM:

A, =+0,84 A tne
A ~ rpanynua abcomoTHOR NOrpelHOCTH, MIVKT:
A=§-X/100,

4 — rpaHHLIa OTHOCHTE/NLHOMN MOrPEIHOCTH METOAYKH (noKa3aTe/b ToY-
HOCTH B CCOTBETCTBHH € AHANA30HOM KOHLEHTpauwuit), %.

Pesynstar koHTpons npouenyphl K, paccunteiaiot no ¢opmyane:

Ki=X'-X-C, rae

X', X, C; — cpennec apupMeTHyeckoe pe3ynbTaToB NMapanieNbubiX ofl-
penelieHHH (MPH3HAHHBIX NPHECMEMBIMH) COAEPXKAHUA KOMIIOHEHTA B 00pas-
ue ¢ nobaskoi, UCIBITYEMOM o6pa3ile, KOHUEHTpaLHUs A06aBKH, COOTBETCT-
BEHHO, MI/KT.

Hopmatus kontpons K paccyntsipalot no gopmysne:

’ 2
K= Azn,X' +An,X

ITpoBomAT conocraBneHue pesyinbTata KoHTpons npoueayps (K,) ¢
HopmarusoM koHtpons (K).
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Ecnm pe3ynbTaT KOHTPOJIF Mpouexyps! yaosiaerBopser yenosuio K, | < K(2),
npouenypy asaiusa HPU3HAIOT YAOBNETBOPMTENbHOM. IIpu HeBbinonHenuu
ycnoBus (2) npouexypy KOHTPOJA NoBTOpsIOT. [IpH NOBTOPHOM HEBLINOJIHE-
HHUH YCI0BHUA (2) BBHIACHAIOT NMPUYMHBI, IPHBOIALIME K HEYAOBIETBOPHTEIb-
HBbIM pe3y/bTaTaM, # NPUHUMAIOT MEpPbl K HX YCTPaHEHMIO.

PacxoxaeHHe Mexxy pe3ynbTaTaMH H3IMEPEHHH, BLINOJHEHHBIX B ABYX
PasHbIX 51a00paTOPHAX, HE HOJKHO TIPEBBLIIATH NMpEAena BOCIPOU3BOAUMO-
ctu (R):

2-|X, - x,|-100
(X; +X3)

X1, X2 — pe3ynbTaThl U3MEpEHHIH B BYX Pa3HbIX 1a60paToOpHAX, MI/KT;
R — npenen BOCAPOM3IBOAMMOCTH (B COOTBETCTBUM C NMANA30HOM KOH-
ueHTpaumit), %.

<R, rne 3)

14. PazpaGorunkna
Jlomxkenko B. H., Tapapuu Il. A., MaxanbkoBa T. A., Pegiok C. .,
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