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YTBEPXJIAIO

PykosoanTens deaepanbHoi crnykOb
110 Hag3opy B cdepe 3alHTHI npas
notpeburencit H Gnaronoaywns 4enoBeka,
I'naBuelit roCy AapCTBEHHDI CAaHWTApHEIH Bpay
Poccuiickoit Penepauru

I'.I". Oxuwenko

24 centabpa 2007 r.
Hara ssencuus: 10 nexaGpa 2007 r.

4.1. MeToabl KOHTPOJIA. XHMHYeCKHE (paKkTophl.

ONPEJAEJEHHE OCTATOYHBIX KOJUYECTB
LIUMOKCAHUJIA B BHHOTPAZHOM COKE METO0OM
FA30XKHAKOCTHOH XPOMATOI'PA®HHU

Mertoauyeckue ykazaHust
MYK 4.1. 2276-07

HacTosmue METOAHYECKHE YKa3aHHA YCTaHaBJHMBalOT METOJ ra-
30KMIKOCTHON XpoMaTorpaduu Ui onpeAeNcHNS B BHHOTPAJHOM COKE
MaccoBOii koHueHTpaunu L{umoxcanuna B guanasone 0,1 - 1,0 Mr/kr.
Hasganure no UCO: IlumokcaHui.

Hassanue nmo UIOMAK: 1-(2-unaHo-2-METOKCUHMHHOALETH)-3-

3THJIMOYECBHUHA.

CrpykrypHas popmyna:
o0 O
C. G
CHsCH,NH N” \clzﬁNOCHs
H ¢N

Omnupuueckas popmyna: C7HoN4Os;
MonekynspHas Macca: 198,2;

ArperaTHoe COCTOSHHE: KPUCTANIHYECKOE BEIECTBO;
IIBeT, 3anax: 6ecuBeTHOE BelECTBO, 6€3 3anaxa;
Temneparypa nasnenus: 160-161° C;
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Jleryyects (naBnenue napos): 0,15 mITa (npu 20° C);

PactBopuMocTs B Boze nipu 20° C (pH S): 890 Mr/nM’; B opranu-
yeckux pacrBopurensx npu 20°C: rexcane — 0,037; tonyome — 5,29;
aueToHHTpUNE — 57; aTHNaueTare — 28; H-okTaHoNe — 1,43; MeTaHoNE —
22,9; anerone — 62,4; xaopopopme — 103; auxaopmerade — 133,0 /oM.

KoadduuneHt pacnpenencHus B CHCTEME OKTAHON/BOAA TNPH
25° C: Kow logP=0,59 (pH 5), 0,67 (pH 7).

I{uMokcanun crabuner K ruaponusy B uHrepsane pH 2-5; B ine-
nouoi cpene 6sicTpo runponusyercs (ATso — 148 aueit mpu pH 5, 34
vaca npu pH 7, 31 munyTa npu pH 9). B Boie BOAOCEMOB NEPHOX NONY-
pacnana coctasnset 1,8 aHei.

B nouse I{umokcanun 66ICTpO pa3pyluaeTcs NOA ACHCTBUEM MHK-
POOPraHU3MOB. B TENMNHYHBIX YCNOBHSX NEPHOJA MONypachaja CoCTas-
JIeT OKOJIO TpeX OHEi, B MOJNEBRIX YCHOBUAX OT 7 mo 14 nHel. Murpa-
UMA N0 NOYBEHHOMY Ipoduio crabas.

B pacteHusaX coeaHHEHHe OHICTPO pa3pyLIaeTCs 40 HETOKCHYHBIX
MerabonutoB. Ocratku Ilumokcanuna B KiyOHax kapTodens He obHa-
py>kHBatoTcsa. B Arozax BMHOrpana, no JaHHeIM (pupMel J[lonoH, octar-
k¥ cocTaBmsuH Hike 0,2 Mr/kr mpu 06paboTke 3a HECKONBKO AHEH 1O
y6opKH.

Kpancaﬂ TMrHEHNYECKas XapaKTepHCTHKA:

LIMMOKCaHMJI OTHOCHTICA K YMEPEHHO OIIaCHLIM BEINECTBaM WO
octpoit opamsHOH (JIOso Ansg Kpeic — 960 MI/KT), MajJOONacHEIM IO
JepManbHO#A ToKcHyHOCTH (J1[I5o mnst Kpeic Gonee 2000 Mr/kr) u yMme-
PEHHO ONACHBIM 110 HHraIAUHORHOH TokcuunocTH (JIKso 5060 mr/m’
npy 4 4acoBO# 9kcro3HLMK). He BhI3bIBaeT pa3fpaxkeHus rna3s u ciabo
pasfpakaeT KOXy.

B Poccun ycTaHOBNEHB! CIEAYIONINE THTHEHHYECKUE HOPMATHBBI:
JACH - 0,02 mr/kr macchi 4eI0BeKa.
MJAY B xaprodene u orypuax — 0,05; BMY B Bunorpaze ~ 0,1 mMr/kr.
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O6acTh NPHMEHEHUS:

IIuMOKCaHHI — KOHTAKTHEIH (yHIHUHI C MECTHBIM CHCTEMHBIM
addexToM, obranalomMil 3aMTHEIM U JieHaluuM AeHcTBHeM. Bricoko-
aKTHBEH NPOTHB Ipu6oB, BHI3BIBAIOIIMX QHUTO(GTOPO3 U MEPOHOCHIOPO3,
He JIeHCTByeT Ha Bo30OyauTeneH Hacrosied MydHMCTOR pochl. Jlnu-
TEJIbHOCTD 3aIlMTHOrO AEHCTBUA cocTaBiseT 4-6 HHEH, Mo3TOMy peko-
MEHJYETCH ero HCHOJIB30BAHHE B CMECH C APYFHMH QYHrHUHAAMH CHC-
TEMHOTFO H 3aILHTHOTO KOHTAKTHOrO AeHCTBHA.

ITpumenserca B Poccun B kauecrBe GpyHIHIMAA B COCTaBE CMece-
BBIX NIpENaparoB Ha kaprodene, TOMarax, BHHOIPaJAHMKAX H MOXCOII-
HeyHHKe ¢ HopMoi#i pacxoaa 0,15 kr a.B./ra, TpexkpaTtHas obpadorka 3a
CE30H.

Meroauyeckue yKa3aHHs 110 onpeJesieHHI0 0CTaTOYHBIX
Kosmdecrs IluMokcannia B BHHOrPaAHOM COKE METOAOM
raz’oXKHAKOCTHOM xpomaTtorpadun

1. Me! PoJiorMyecKasi XapaKTepHCTHKA METOoAA

Ilpu cobGmroaeHuH BceX pernaMeHTHPOBAHHBIX YCIOBH mpoBene-
HHMS aHanu3a B TOYHOM COOTBETCTBHM C JaHHOH METOAMKOH norpe-
HOCTb (H €€ COCTAaRJIAIOIIHE) PE3YNBTATOB U3MEPEHHH NIPH JOBEPHTEb-
HOM BeposTHoctH P = 0,95 He mpeBbiuraer 3Ha4eHHH, NPUBEAECHHBIX B
Tabnuue 1 ANg cCOOTBETCTBYIOMMX AXANa30HOB KOHLEHTpanui.

Tabnuya 1.
Merpoaornueckue napameTpsl
TMoxasarems
JluanasoH on- | ToYHOCTH (rpa- Cra ouke::io: 22: l::_n Tpenen
peacnIeMbix AuLa OTHOCH- | O ! BOCITPOH3-
Ananu3upye- | KOHUEHTpauuit |  TensHoi no- nong::euo ps:::o— BOAMMOCTH,
MBlii 00BEKT MI/Kr [PEIIHOCTH) %3, o % ' %: R, %
% P=0,95 i ’
BuHorpagHeri 0,1-0,5 25 4,3 12 14
COK
0,05-0,1 50 3,2 9 i1
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ITonHoTa M3BNEYEHHs BelIECTBA, CTAHAAPTHOE OTKJIOHEHHE, JOBE-
pUTEIbHBIE MHTEpBalbl CPeHEro pe3yJibTara LA NOJHOIo JuanasoHa
KOHIEHTpauui (n = 20) npusenens! B Tabaune 2.

Tabruya 2.
ITonHoTa H3BJICYEHHS BeILECTBA, CTAHAAPTHOE OTKJIOHEHHE,
JA0BepHTENbHBIl HHTEPBaJ CPEAHEro pe3y bTaTa

Mertponoruyeckue napametpsi, P = 0,95, n =20
Jlosepu-
Tpenen Cpeattce c TenbHBIH UH-
obuapyice- JluanasoH onpe- | 3Ha4CHHE TaHOapT- Tepaan
Ananusupye- o JIENSEMBIX KOH- onpeae- | Hoe OTKIO- ¢ ero
Mbiii 06BEKT ’ UEHTpauuif, Mr/Kr NEHUA, Henue S, % pent
Mr/xr % pe3ynbTara,
+ %
1 2 3 4 5 6
BuorpanHsiit 0,05 0,05-0,5 85,0 0,93 1,66
COK

2. METOJl '3MEPEHHH

MeTton ocHoBaH Ha onpeneneHuny [{umokcanuna merogom [KX ¢
HCTONb30BaHWEM KaNWUIAPHOX KOJOHKH M TEPMOHOHHOIO NETeKTopa
Nocie ero 3KCTPaKUMM H3 BUHOIPAJHOIO COKAa MOAKHUCICHHBIM aLETo-
HUTPHJIOM, TIEPEIKCTPAKLHH B XJIOPHCTBIF METHIIEH, OUHCTKH NOTyY€EH-
HOTrO 3KCTPaKTa OT MEIUAOIHX aHAIH3y BEIECTB Ha KOJIOHKe ¢ Dopu-
3UJIOM H KOHLEHTPUPYIOUIMX ratponax Junamnax C16.

HnenTHuKanms NMpoBOAMTCS MO BpeMeHM yAepxkupaHus. Konu-
YEeCTBEHHOE ONpeneeHHe — METOAOM abCOMOTHOM KaInOpOBKH.

B npeanaraeMbix YCJIOBHIX aHaNM3a METOA crieLpUYEH H MOXKET
TIpUMEHATBHCH [IA ONpeReneHus ocrarkoB IIMMoOkcaHuna B NpHCYTCT-
in PaMokcagoHa. M36upaTensHOCTh METORA MOCTHIaeTcs 3a CYeT
non6opa KOJOHKH H YCIOBHHA IPOrpaMMHPOBAHHUA.

3. CPEJCTBA U3MEPEHUMH, PEAKTHBBI,
BCIIOMOT'ATEJILHBIE YCTPOMCTBA, U MATEPUAJIBI

3.1. Cpeacraa u3mepenuii

Beceol ananutnaeckue X 11140, dupma «OHAUS».
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Becnr naboparopHsie ofIero HasHaueHHsA ¢ HauOONBUIMM Mpeje-
JIOM B3BelIMBaHHA A0 600 I ¥ npenesioM NOMYCTHMOH NOrPEelIHOCTH
+ 0,038 r V600, kKACCULAB».

Kon6s! MepHsie BMecTHMOCTRIO 10, 50 1 100 cm®, TOCT 1770-74;

Mukpommpun ['aMHITETOR, BMECTHMOCTBIO 10 MM;

IMTunerku MepHBIe BMECTHMOCTHIO 1,2, 51 10 cm®, TOCT 20292-74.

Xpomarorpap rasossiii «Kpucramr 2000M» ¢ TEpMOMOHHBIM Ae-
TektopoM (TH]I) ¢ mpenenoM neTeKTHpOBaHMSA MO a30Ty B asobeH3one
5x10™" r/cM® 1 npHCNIOCOGNERMAME 1 KALIAPHOM KONOHKH.

IMnuHApel MepHBIE 2-r0 Kjlacca TOYHOCTH BMECTUMOCTHIO 25, 50,
100 1 250 cM’, TOCT 1770

JonyckaeTcs MCIoNb30BaHHE CPEACTB N3MEPEHHMA C aHANOIHYHBI-
MH WIH NYYLIHMH XapaKTepPUCTUKAMH.

3.2. PeakTHBbBI

AHanuTHyeckuit crannapr L{umMokcaHuna ¢ coaepxanuem 99,7%
A.B. (bupma Mronon);

Asor ocoboit unctotel, FOCT 9293-74.

AuertoH, u.a.a., TOCT 2603-79.

AuetoHuTpun, x.4., TY 6-09-06-1092-83;

Bopa muctunnuposansas, FOCT 7602-72;

H-I'ekcan, 4., TY 6-09-3375-78;

T'enuii, ounineHHBI Mapku “A”, TY-51-940-80.

Kouuenrpupyrompue narposst J{uanak C16 (0,6 r), TY 4215-002-
05451931-94, bBuoXumMak.

Harpnii ceprokucinbii, 6e3soansiif, x.4. TOCT 4166-76.

Hatpus xmopun, x.4., TOCT 4233-77.

Ortunauerart, x.4., TOCT 22300-76.

dnopusna And KOJOHOYHOM XpoMaTorpa(uu ¢ pasMepoM YacTHIL
60 - 80 mem, pupma «Arpoc Opranukc», benerus, koa 205450010.

XnopHuCTHIi MeTHIeH, x.4., TOCT 19433-88.

CraHpapTHeIi pactBop L{uMokcanuna B aueToHe- 1 mr/ e’ (xpa-
HHUTH B XOJIOJWIBHUKE, CPOK FORHOCTH 120 CyTOK).

Jonyckaercs HCIONB30BAHUE PEaKTHBOB HHEIX TIPOM3BORUTENEH C
aHaJOrM4YHOM WK Gosee BHICOKOH KBanupUKanuen.
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3.3. BecniomorarenabHble YCTPOHCTBA, MATEPHAIbLI

Annapar i BeTpaxuBanua npo6 TYP LT1 dupmur «SKLO
UNION».

BaHku ¢ KpBIIUKaMH JiIs 3KCTpakuuy Ha 250 CMJ, NOJIMIPONIJIEH,
kaT.Ne3120-0250, NALGENE.

Boponkn xuMmuyeckne MiA (GuIbTpoBaHMA, crekisHHbe, I OCT
8613-75;

Bopouky aenutensheie Ba 250 cM’, FOCT 10054-75;

Iunuaaper mepasie HP;

Hcnapurens poramuonHnii Rota vapor R110 Buchi ¢ BomsaHoit
Oaneit B-480;

KonueHnrpatops! rpymeBsassie Ha 100 u 250 cM’, HII 29 KT'Y —
100 (250) FOCT 10394-72.

Komnonka xpomarorpaduyeckasi, KamwuiApHas ksapuepad HP-5
mmmHa 15 M, BHyTpeHHmil auamerp 0,32 MM, TONILMHA TUIEHKH
0,25 MkM, dhupma J&W Scientific.

Hacoc Baxyymubiii aumapparmennsii FT.19 ¢upmer KNF Neu
Laboport.

@OunsTphl 6ymaxkHsie "KpacHas neHTa", TY 6-09-2678-77.

Jomnyckaercs npiMeHeBHe XpoMaTorpadu4eckuX KONOHOK M Apy-
roro o6OpyZOBaHHS C AHAIOTMYHBIMH WIH JIYYLUIHMH TE€XHHYECKUMHA
XapaKTEPHCTHKAMHU.

4. TPEBOBAHMSI BE3OIIACHOCTH

4.1. Tlpx BBINONHEHHUM M3MEpPEHHH Heo6XOauMO cobmoxaTh Tpe-
60BaHUA TeXHHKH 0€30IIaCHOCTH MpPH PaboTe C XMMHYECKHMH peaKTH-
Bamu o 'OCT 12.1.007, TpeGoBanus amekTpo6e30nacHOCTH npy pabo-
Te ¢ anekrpoycraHoBkamMu no 'OCT 12.1.019, a Taioke TpeGoBaHHA,
H3JI0)KEHHBIE B TEXHHYECKOH JIOKYMEHTALMH Ha ra3oBbIi XpomaTtorpad.

4.2. TloMellenne ROMKHO COOTBETCTBOBaTh TpeGoBaHMAM IOXa-
po6esonacHoct mo F'OCT 12.1.004 u uMeTh CpeacTBa MOXapoTylle-
Hus mo FOCT 12.4.009. ConepxaHue BpeHBEIX BEILECTB B BO3JyXe HE

8
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ROJ/DKHO TIpEBBILIATe HOPM, ycraHoBierHbix I'H 2.2.5.1313-03 «Ilpe-
JenbHo-pomycTiMble koHUeHTpauuu (I1JIK) BpeaHbIX BEmECTB B BO3-
nyxe paboueit 30Hb». Opranusanus o6yueHns paboTHHKOB GezonacHo-
¢t TpyAa - no F'OCT 12.0.004.

5. TPEFOBAHUA K KBAJIHOUKAIIHH OIIEPATOPOB

K BBIMOTHEHHIO H3MEPEHHH JOMYCKAIOT CICLMAIHCTOB, HMEIOINX
kBanuHKaLHIO He HIKE 1abGopaHTa-HCCeI0BaTeNs, C ONBITOM paboThl
Ha ra3oBOM xpoMarorpade.

K noaroroBke mpo6 momyckaioT omeparopa ¢ kBanumkaumeii
«1a6opaHT», HMEIOILEro ONKIT paboTsl B XHMHAYecKo# TabopaTopHi.

6. YCJIOBUSI U3BMEPEHH A

ITpH BBINONHEHHH H3MEPESHUH COOMIOAAIOT CAEAYIOIHE YCIOBHA:

MpOLIECCHI IPHIOTOBJICHHS PacTBOPOB H MOATOTOBKH Npob K aHa-
JM3y MPOBOJAT MpH Temneparype Bosayxa (20+5)°C u oTHOCHTEIbHOH
BJIZXXHOCTH He Gonee 80%;

BBINOJJHEHHE W3MEPEHHH Ha razoBOM Xxpomarorpade NpoBOAAT B
YCIIOBHAX, PEKOMEHAOBAHHEIX TEXHHYECKOM NOKyMEHTauuel Kk mpubo-

py-.
7. HOArOTOBKA K BBIIIOJIHEHHIO U3MEPEHUA

7.1.TIToAroroBKa KOJOHOK H NATPOHOB IS OYHCTKH IKCTPAKTOB

7.1.1.IToozomoexa nabueHot konouxu ¢ PROpUUNOM ONR OYUCTIKY
npob coxa

Ha nmso nnactakxoBodf xpomarorpaduueckoll KOIOHKH (BBICOTa
10 cM, muramerp 1,5 cM) nomemaioT Npo6oOYKy M3 CTEKIOBATH H 3aMoi-
HAIOT KOJIOHKY PrnopusiwioMm Ha BeicoTy S cM. Ha cnoit ®dnopusuna Ha-
CHIMAOT CJIOH G€3BOJHOrO CEPHOKHUCIOro HATpHs TomuuHOiM 1,0 cM. 3a
AeHb JI0 OYHCTKM SKCTPAKTa KOJIOHKY NPOMBIBAIOT MOCIIE/0BATEIBHO 20
cM® sTHMAneTaTa (OCTATOK pacTBOPUTENS B KOJNOHKE OTXHMaioT) H 10

9
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cM® TeKcaHa, CMEIBBI OTOPACHIBAIOT M OCTARNISIOT KOJIOHKY Ha CYTKH JI0

TIOJIHOI'O BHICBIXaHHA.

7.1.2. Iposepxa xpomamozpaghuyeckozo nosedenus Lumoxcanuna
Ha xonouxax ¢ Pnopusunom

IIpu oTpaboTke METOANKY WIN OCTYTUICHHH HOBOK napTHH @ro-
pH3MIa MPOBOAAT M3yYCHHE nonencnux Ilnmoxcanuna Ha Kononke. B
KOHIIEHTPaTOp eMKOCThio 100 cm® momematot 1 oM’ CTAHAAPTHOTO pac-
TBOpa L[MMOKCaHHIa B aIETOHE C KOHNEHTpauMei 10 Mxr/cM® 1 BhIma-
PHMBAIOT Ha pOTaIMOHHOM BaKyyMHOM ncnapmene. Janee pacTBOpSIOT
cTannapt B | cM’ 3THnauerata, n06aBnmOT 4 CM® rekcaHa, MepeMerH-
BAlOT conepxmmoe U HaHOCAT Ha KOJMOHKY. IIponyckaloT uepe3 KOJIOHKY
10 c™® cmech rexcan stwialerar — 4:1, cMsiB ot6paceiBator. Hanocar
Ha KOJIOHKY 10 cM® CMeCH TeKcaH: 3mnaue’ra'r — 1:1, cMbIB OTGpackiBa-
10T. IIponyckatoot 4yepe3 KOMOHKY 20 cM® CMeCH reKcaH: 3THJIALETaT —
1:4, oT6Hpas NOC/IENOBATENBHO 10 5 cM’ dmoenTa. Kaxayio dpakumio
cOOHpaIOT OTAENLHO B KOHLCHTPAaTOPH! H BHIAPHBAIOT HA POTALMOH-
HOM BaKyyMHOM HCIapHTeNe NpH TeMreparype Ganu He Bhime 40°C
Jocyxa.

Cyxoii ocTaToK B xouueﬂ'rpa'ropax pacTBOpAOT B | cM’ anerona u
BBOJAT B XpoMarorpad 1 mm’, To pe3ysabTaTtaM obHapyxxeHus Llumox-
CaHWIa B KXo (pakiuu ONpeaentioT 06beM cMeCH reKCaH:alleToH -
1:4, HeoOXOAUMBEI )1 OMHOrO BEIMBIBaHHA [{MOKCaHH A,

7.1.3.ITodzomoska namponoe Juanax C16 ons ouucmxu npob coka.

IMaTpon ycTaHAaBIMBAIOT Ha aJIOHXK C OTBOAOM VI BaKyyMa, CBEp-
Xy B MAaTPOH BCTaBJAIOT LINpPHI C passeMoM Thna Jloep o6seMoM He
meree 10 cv’, KOTOpBIH MCIOJB3YIOT KaK €MKOCTh Ui 3MI0cHTa. Ia-
TPOH TIPOMBIBAOT MoCHenoBaTensHo 10 cM’ anerorutprna u 10 mom®
JIMCTHIUTHPOBaHHOHA BoAbI. IIPOMBIBKY MPOBOAAT NOA BaKyyMOM Hemo-
CPENCTBEHHO Tiepes OYHCTKOH SKCTPAaKTOB 06pa3sLOB CO CKOPOCTHIO He
Gostee 2 CM’/MHH, He JI0IyCKas BHICHIXAHHS OBEPXHOCTH NIATPOHA.
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7.1.4.Ilposepxa xpomamozpagpuyeckozo noeedenus Ljumoxcarnuna
Ha namponax Juanax C16

B koHueHTpaTop nomMemaot 1 oM’ craHnapmoro pactsopa 1u-
MOKCAHHIIa B ALICTOHE C KOHIEHTpauuel 10 MKI/ cM’ ¥ BHIApHBAIOT Ha
POTAUMOHHOM BaKyyMHOM Hcmapurene. Jlajee pacTBOPSAIOT CTaHAApT B
1 cM® aueronnTpnna, M0GaBNAIOT B KOHUEHTpaTOp 10 e’ mrcTHILIApO-
BaHHON BOXBI, MEPEMELIMBAIOT CONEPKHMOE W HAHOCAT Ha NAaTpoH.
CwmbiB otbpackiBaioT. [IponyckaloT gepe3 narpoH 20 cuJ CMECH alleTo-
HHUTPHIL: Boja — 1:4, oTOupas nocaenoBaTeNpHo Mo S oM’ amoenTa. Ka-
KO0 HpaKIAI0 COOHPAIOT OTAENBHO B KOHLIEHTPAaTOPH U BEINAPHBAIOT
Ha poraunonuou BaKyyMHOM MCIIapuTesle MpH TeMmepatype 6anu He
seume 40°C HOCyXa.

Cyxoit ocraTok B KOHLUEHTpaTOpe PacTROPHIOT B 1 cM’ anerona u
BBOAAT B xpomaTorpad 1 mM® npobui. [lo pesynsTatam obHapyxeHus
IlumokcaHuna B Kaxao#i ¢pakuuy ONpenenafioT 06bEM CMECH aLeTo-
HHTpHN: Bofa — 1:4, HEOOXOAMMBIN JUIA ITOJNIHOTO BhIMBIBAHMA LluMok-
CaHMNa.

7.2. IlpuroroBneHne pabounx pacTBopos

7.2.1. Ilpuzomosnenue noOKUCIERHO20 QYemMOHUMPURa

B €MKOCTB, copepxamyio 1 AM® AUETOHHTpHAZ, NOGABINSIOT
10 cM® 11 pacTBOpa X/IOPOBOXOPOHOH KACIOTH! M MEPEMEIIMBAIOT CO-
JepKHUMOE.

7.2.2 Ilpuzomoenenue 2% pacmeopa 6e3600H020 cynbhama Hampus

Hasecxy 2 r ﬁeaaom{oro cynbbara HaTpus Bﬂocsrr B MEpHYIO
xonby BMectiMocTsio 1 aM°, moGamnsior 600-700 oM’ JUCTHIUTHPO-
BaHHOM BOJIbI, EPEMEMIMBAIOT JO NONHOTO PAaCTBOPEHHA CONH U JKOBO-
JIAT BOZOM O METKH.

7.3. IlpuroroBiense CTAHAAPTHBIX PACTBOPOB

Hagecky 50 Mr IfnMokcaHwia (ana.unmqecxoro CTaHJapTa) BHOCAT B
MepHYIO KOGy BMeCTHMOCThIO 50 oM, PACTBOPAIOT B ALIETOHE U OBO-

11
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AT obseM N0 METKH aILICTOHOM (cranpapTHBIH pacTBOp Nel, KOHLEH-
Tpauss 1 Mr/cm’). PacTBOp XpaHWTCA B XONOMMIBHHKE 0koNO 120 cy-
TOK.

MeronoM nociienoBaTeILHOr0 pa3baBiIeHHs HCXOAHOTO PacTBOpa
Nel anteroHOM roroBsT pabouue PacTBOpH! ITuMoxcaHMIa ¢ KOHIIEHTpa-
maed 1,0; 2,5; 5,0; 10,0 MKI/eM® U1 MOCTPOEHHS KANHGPOBOYHOIO
rpaduka u JUIt BHECEHHA B 00pa3slibl, KOTOPEIE MOIyT XPaHUTHECA B XO-
nogunbHKUKe He 6onee 30 cyTok.

7.4. IlocTpoeHUe IPagYHPOBOUHOIO rpaguka

I'pamyHpOBOYHYIO XapaKTEPHCTHKY, BBIP)KAOLIYIO 3aBHCHMOCTH
oA H (BBICOTHI) TMHKa OT KOHUeHTpauuy [{#MokcaHnaa B pacTBope
(MKr/cM’), YCTaHaBJIHMBAIOT METOXOM abCONIOTHOH KaIHOpOBKH no 4-M
pacTBopaM A1s rpanyHpoBKM ¢ KoHueHTpaumeit 1,0; 2,5; 5,0; 10,0
MKr/cM™.

B ncnapuTens XpoMaTorpada BBOAAT 1O 1 MM® KaXJI0ro rpajyH-
POBOYHOIO PacTBOpa M AHAIH3UPYIOT B YCHOBHAX XpoMarorpaduposa-
HHA 1o M. 9.2. OcyInecTBIAIOT He MeHee 3-X NapaJUlelbHBEIX H3Mepe-
HUi.

ITo nomy4eHHBIM JaHHBIM CTPOST rPafyHpOBOYHbIH rpaduk 3aBH-
CHMOCTH TUIOLIAJH xpomarorpa(pnqecxoro nuka B MB OT KOHUEHTpa-
mn L{HMOKCAHMIA B PacTBOPE B MKI/CM® (pucyHok 1).

8. OTBOP U XPAHEHME ITPOB

Ot6op npo6 npou3BOAUTCA B COOTBETCTBHH C «YHHUUUHPOBaH-
HBEIMY TIpaBHJIaMH 0T60pa Npo6 CebCKOXO3AHCTBEHHOH MNPOMYKLHH,
MHUIEBEIX NPOXYKTOB M 0OBEKTOB OXpyxatolle#t cpelnl AA onpenene-
HUS MHKPOKOJIMYECTB MeCTHUHIOBY», Ne 2051-79 ot 21.08.79 r., a Taxxke
¢ 'OCT 25892-83 — «Bunorpaassiii cox, TY».

ITpo6bl COKOB XpaHAT B cremxHHou repMETHYHO 3aKpPHITOH Tape
B XOJIOAWIBHHKE NpH TemnepaType +4 OC ue 6onee 10 CYTOK.
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9. BLIITOJIHEHUE OIIPEAEJIEHH S

9.1. Bunorpaaustii cok
9.1.1. Oxcmpaxyus Ljumoxcanuna uz ananusupyemoti npobol

IIpo6y coka 20 r NOMEINAIOT B AEMHTENEHYIO BOPOHKY EMKOCTBIO
250 cM’, noGaBnsor 20 CM’ HACHIEHHOTO PacTBOpa XJIOPHCTOTO Ha-
TpHS, NEPEMELIMBAIOT COACPKHUMOE BOPOHKHM, NMpHiIKBatoT 50 oM’ nox-
KNCNEHHOTO aleTOHHTPHIIA H BCTPAXUBAIOT COAEPKHMOE BOPOHKH B Te-
yeHHe OBYX MuHYT. [locne pasmeneHus (a3 HIKHMA CHOR CIMBAIOT B
CTaKaH EMKOCTHIO 100 cM®, a aUETOHHTPHI — B KOHLEHTPATOp EMKO-
cThio 250 cn’. Boano-coneByio a3y U3 cTakaHa BO3BPALIAIOT B AEJIH-
TeNbHYI0 BOPOHKY M TNOBTOPAIOT IIEPEIKCTPAKIHUIO uumoxcauuna B
alleTOHWTPHII elle 2 pasa, HCTIOMB3y KaXAbli pas o 50 oM’ aueToHuT-
PIIa M, BCTPAXHBAS CMECh B TEYEHHE JABYX MHHYT. K obrenunenHOMY
3KCTPAKTy NPWIHBaiOT 20 CM° AMCTHIUTMPOBAHHOM BOJIB H BEIIAPHBAIOT
Ha POTAalMOHHOM BaKyyMHOM HCIapHTeNne NO BOJHOrO OCTaTKa IpH
TeMnepatype 40°C.

OcTaToK B KOHUEHTpaTope pasGaiaior SO cM® 2% pacTBopa Ges-
BOJIHOrO cyibdara HAaTpHA, NEPEMEUIHBAIOT COAECPKUMOE KOHIIEHTPa-
TOpa U NEPEHOCAT B JCIUTEIBHYIO Bopom(y eMKOCTBI0 250 M. O6MsI-
BaIOT KOHIIEHTpaTOp ewie pa3 50 cM® 2% pactBopa Ge3BomHOro Cybda-
Ta HaTpHA ¥ CIMBAIOT B Ty XE JCIMTENLHYIO BOPOHKY. Ipunusaror B
JETHTENBHYIO BOPOHKY 40 CM’ XJIODHCTOrO METHJEHAa H BCTPAXHBAIOT
coZiepXHuMOe BOPOHKH B TedeHue 1-2 mubyT. Ilocne paccrnoenns ¢as
HWDKHMIA CJIOM XJIOPHCTOrO METHIEHA CIMBAIOT Yepe3 BOPOHKY ¢ 6e3-
BOJHEIM Cy1b(aTOM HaTPHA B KOHLEHTPATOP EMKOCTHIO 250 cM>. l'Io-
BTOPAIOT SKCTPAKIHKIO €Il ABA Pa3a, HCNOAB3Ys Kbl pa3 no 30 oM’
xnopucroro MeTiieHa. XJIOPHCTEIH METHIEH BHIIADHBAIOT Ha pOTalH-
OHHOM BaKyyMHOM HCTIapHTele IPH TeMrepatype ke Briue 40°C.

Jlanee mpOBOAAT OYHCTKY NpPoOHl Ha KOJIOHKE ¢ DIOPH3WIOM.

9.1.2.0uucmka 3xcmpakma Ka konorke ¢ Propusunom

Cyxoit oc-ra'rox( B KOHIEHTPAaTOpe PacTBOPSIOT B 1 cM® sTHaneTa-
Ta, N06aBIAIT 4 cM® TeKCaHa, TIATENLHO OGMBIBAIOT KOHLEHTPATOp H
HAHOCAT COAEPXXKMMOe Ha KOJOHKY ¢ (DIOpPU3HIOM, MOArOTORIEHHYIO
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KaK yKkasano B pasgene 7.1.1. [IpoMEIBaioT Kon0OHKy 10 cM’ cMecH rek-
CaH: STUNALETAT ~ —4:1, cMuB oT6pachiBaioT. [IponycKkaioT Yepes KOIOH-
Ky 20 cM’ CMecH TreKca: JTHnAUETAT — 1:4, cobupas 31M0aT B KOHIIEH-
TpaTop eMKocThio 100 o, CogepxHrMOe KOHLIEHTPaTopa BhITapHBAIOT
Ha POTALMOHHOM BaKyyMHOM HCIIApHTENE IpH TemmepaType Gann He
seie 40°C mocyxa.

9.1.3.0Ouucmxa sxcmpaxma na nampoxe [Juanax C16

Cyxolf 0CTaTOK B KOHIEHTPATOPE PACTBOPAIOT B | CM® aLETOHMT-
puna, nobasnsior 10 oM’ JUCTHJUIMPOBAHHOM BOJKI, IEPEMEIINUBAIOT
cofiepXXHMoe, oOMbIBast cremm KOHIEHTPATOPa, H HAHOCAT Ha MATPOH.

Iponyckatot 15 cM® cMecH alleTOHUTPHI: Boja — 1:4, CMBIB CO-
6MparOT B KOHLIEHTPATOp M BHINAPHBAIOT Ha POTaHOHHOM BaKyyMHOM
HcrapuTene npu TeMnepaType Ganu He oite 40°C nocyxa.

Cyxoii ocTaTok B xouuemparope pacTBopsitoT B 1 cM’ aneTona u
BBO/IAT B XpoMaTorpad 1 Mm® npoGsr.

9.2. Ycnoeus xpomamozpagduposarus

Xpomarorpad "Kpucrann 5000.1" ¢ TepMOHOHHBIM JETEKTOPOM C
TpesieNnoM JIeTeKTHpoBaHuA 1o docdopy B ITapatnon-metune 3x107™*
r/cM’® WK APYroi ¢ AHANOTHYHBIMH XapaKTepHCTHKAMH.

KanwuisapHas keapueBas xoimoHka HP-5 (5% audenun u 95%
JMMETHITIONHCHIIOKCAH), JnHa 10 M, BHyTpeHHHit auamerp 0,53 MM,
TOJIILIKHA TUIEHKH 2,7 MKM.

TeMmmepaTypa TepMocTaTa KOJOHKH NpOrpaMMHpDOBAHHaA: Ha-
yaynbHas Temneparypa - 100°C, Beiaepxkka 1 MUHYyTa, HarpeB KOJIOHKH
no 20°C B MunyTy no 170°C, no 25°C B MunyTty nio 200°C; BpeMs aHa-
snu3a - 11 MuH.

Temnepatypa ucnapurens — 200°C, zerekropa — 300°C.

I'a3 1 - renuii (ra3-HOCHTENB), JaBJIeHHE Ha Bxoae — 6 klla, ju-
HeliHasa ckopocth — 22,984 cM/cek, nasneHune Ha Beixoxe — 101,3 xIla;
TOTOK Yepe3 KOJOHKY — 2,504 cM>/Mun; MepTBOE BpeMs — 0,73 MHH.
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T'a3 2 — renmii, pexxum - Split less, nenenue noroka - 1:30 (cOpoc
npo6er), Havano copoca — 30 cekyHN, JUIHTENBHOCTH cOpoca — 2 MHHY-
T, PACXOJ BO BPEMs aHanmu3a — 10 cmM’/MuH;

Perynarop nasieHus reaus — PPI-10;

Perynsarop pacxona remns — PPT-11;

T'a3 4 — asot (moaxyB B HETEKTOP), PACXOJ BO BPEMA aHAIH3a —
30 oM’ /muH.

I'a3 5 — Bopopox, pacxox Bo BpeMx aHanM3a — 11,5 cM /Mm-l,

Ta3 6 — BO3/IyX, pacxox - 200 cM’/MuH.

Hponymca JIeTEKTOpa M MCNApMTENsA a30TOM IOCHe aHaJiM3a — IO
50 cM’/MMH B TeueHne 3 MUHYT pH TEMIEPaType KONOHKH 250°C. Pac-
xox razos: I'l — 50; T2 — 40; ['4 — 40 cv’/mun.,

A6comoTHOe BpeMs yaepxuBaHus [{uMokcannna - 6 mun 02 cek -
6 MuH 45 cek.

O6BeM BBOAMMOI IPOGHI — 1 MM’

MHHAMAJIBHO AeTeKTHpyeMoe KoiudecTBo LluMoxcaHwna B aHa-
Jmu3upyeMoM o6seme — 1,0 Hr

JluHe#lHOCTh JETeKTHpPOBaHUA coXpaHsercs B mpeaenax 1,0 —
10,0 =r.

Kaxnayro ananusupyeMylo npoby BBOAAT B Xpomatorpag 3 pasa u
BBIYHCJIAIOT CPEAHIONO IIOIIAMb TUKA.

O6pa3uel, Aarouue NHKA Gonblue, e CTaHAAPTHBIX PacTBOp C
koHnenTpanueii I{umokcanuna 10,0 MKI/cM® COOTBETCTBERHO, pa3baB-
JISIOT.

10. OBPABOTKA PE3YJIBTATOB AHAJIU3A

Jins onpeneneHus cogepxkanns LiumokcaHuna B npo6ax MeToaoM
KX ucnons3yloT cieaylolryo GopMymy:
Snp-A-V
X~ xP
100-Scrm

roe X - copepxanue L{uMokcaHuna B npobe, Mr/kr;
Ser - wiomanp NyUKa cTaHAapTa, MB;
Snp - moumaas nuka obpasua, MB;
A - KOHIEHTpalus CTAHJAPTHOro pacTBoOpa, MKI‘/CM ;
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V - 00beM 3KCTpaKTa, MOATOTOBIEHHOIO Ui XpoMarorpaguposa-
HHA, CM';

m - Macca aHaJM3UpyeMoro obpasua, T;

P - conepxanue [luMokcaHNIa B aHATHTHYECKOM CTaHAapTe, %.

11. IPOBEPKA MPUEMJIEMOCTH PE3VJIbTATOB
HAPAJUIEJILHBIX OITPEXEJIEHUI

3a pesynbTaT aHaNM3a NPHHHMAIOT CpefHee apuMeTHYeCKoe pe-
3yNbTaTOB JABYX NapaUICNbHBIX ONpEACHCHHH, PacXOXACHHE MEXIy
KOTOPBIMH HE MpeBBINIaET Npeena nosropseMocty (1):

24X, = Xaf -100 1)
k) =7

rae X, X,- pe3ynpTaThl Mapa/uIeNbHbIX ONpeAeacHuH, MI/KT;

r- 3HaYeHHe Npezena noBTopaeMocTH (tabnuua 1), npu aToMr =2.8 G,
Tlpu HeBBIMONMHEHHH YCcaoBHS (1) BHIACHAIOT MPHYHHBI NpeBbIlie-

HHA Tpesiesl NOBTOPAEMOCTH, YCTPAHAIOT X M BHOBB BHINOIHAIOT aHa-

JIH3.

12. OPOPMJIEHME PE3YJIbTATOB

_ PesynpTar aHanu3a npecTaBisIOT B BUJE:
(X« A) mr/kr nipu BeposiTHOCTH P= 0.95,
rae X- cpenHee apudMeTHHECKOE Pe3ysIbTaTOB ONpPENCICHHH, IIpu-
3HAHHBIX NPHEMIIEMBIMH, MI/KT';
A - rpaHuIa aGCcoOTHON MOTPELIHOCTH, MI/KT;
A = 8*X/100,
8 - rpaHMUAa OTHOCHTENBHOH MOTPEIHOCTH METONMKH (IoKa3areib
TOYHOCTH B COOTBETCIBHH C JHalla30OHOM KOHLEHTpamui, Tabmu-
ua 1), %.

B cayuae ecnu copepxaHue KOMIIOHEHTa MEHbILIEe HHXHEH rpa-
HMUBI A¥ana30Ha onpeAenseMbIX KOHILEHTpauMii, pe3ynbTaT aHalIHu3a
NpEACTaBIIAIOT B BUAE:

«codepoicanue eeugecmea 6 npobe menee 0,05mz/key*
* - 0.05 mz/xz - npeden 0OHAPYHCEHUS.
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13. KOHTPOJIb KAYECTBA PE3YJIbTATOB I3MEPEHM

OnepaTuBHBIA KOHTPONb HOIPELIHOCTH H BOCNpPOH3BOAMMOCTH
H3MepeHnit ocyiectriserca B coorsercteun ¢ 'OCT P UCO 5725-1-
6-2002 «TOo9HOCTH (NPaBHIBHOCTL H NPELU3HOHHOCTh) METOJOB H pe-
3yNbTaTOB H3MEPEHUII».

13.1. C1abnabHOCTS Pe3yNbTATOB H3MEPEHHH KOHTPOJIUPYIOT Ile-
PexR MpoBeJCHHEM M3MepeHHH, aHATM3UPYs OAMH M3 PajyHpOBOYHBIX
pacTBOPOB.

13.2. TInaHoBwiii BHYTpHIaGOpPaTOPHBIH ONepaTHBHBEIH KOHTPOIb
TIPOLIEAYPHI BHIIIOJIHCHHSA aHATH33 IPOBOAHTCA METONOM A06aBOK.

Bennunna 106aBku C, HODKHA YAOBIETBOPATH YCJIOBHIO:

C‘):A_,,}-f A,:y',

rae, * A ,x (%A ,x) — XapakTepucTHKa norpemsocts (abeosmor-
Has [OTPELIHOCTH) Pe3yABTATOB aHAIH3a, COOTBETCTBYIOLIAS COACpXKa-
HHIO KOMIIOHEHTAa B HCHBITYyeMOM 00pasle (pacyeTHOMY 3HAYEHHMIO CO-
JepXKaHHA KOMIIOHeHTa B o0pasie ¢ J06aBKoi COOTBETCTBEHHO) MI/KT,
IIPH 3TOM:

A,= 0,84 A,

TZie A - rpaHuna abcooTHOM MOrPEUIHOCTH, MI/KT;

A =8*X/100,

§ - rpaHMLA OTHOCHTENHHON MOrpelIHOCTH METOAMKH (TNoKas3a-
TeJIb TOYHOCTH B COOTBETCTBHH C JMAana30HOM KOHUEHTpauwi, Tab-
auuna 1), %.

PesyneTaT KOHTpOIA Npoueayps! Ky paccuMThIBaIOT o GopMy-
ne: -

K=X'-X-C,,

rae X', X, C, cpenHee apH(METHUECKOE PE3YJILTATOB Napajiesb-
HBIX ONpeAENeHnH (IPH3HAHHBIX NPHEMIIEMBIMH 11O 11. 11), Coepxanus
KOMIIOHeHTa B o0pasue ¢ J06aBKo#, HCIIBITYeMOM 06pasLe H KOHLEH-
Tpauus J06aBKH, COOTBETCTBEHHO, MI/KT;

HopmaTus koHTpos K paccunTtsiBaloT no opmyne:

K=vA% v +A% %
TIpoBoasT conmocraBieHne pe3ynbTaTa KoHTpoas npouenypsi (K,)
¢ HopmaTtiBoM xoHTpons (K).
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Ecnu pe3yneTar KOHTPONS NpOLeRyps! YAOBIETBOPSIET YCIOBHIO:

Kd <K, @

npouenypy aHanu3a NPU3HAIOT YAOBIETBOPHTEIBHOM.

TMpu HEBLIMONHEHHH YCIOBHA (2) MPOLEAYPY KOHTPOJs MOBTOPSA-
1oT. IIpy HOBTOPHOM HEBBINIOJHEHHH YCIOBHA (2) BRIACHSIOT NPHYHHBI,
MPHUBOJANIHE K HEYNOBIETBOPHTEJILHBIM PE3yNbTaTaM, H IMPUHHMAKT
MepHI 10 UX YCTPaHEHHIO.

13.3. [IpoBepka NPHEMIEMOCTH PE3YJIBTATOR U3MEPECHMI, MOMYyYeHHBIX
B YCHOBHAX BOCTIPOM3BOAHMMOCTH:

PacxoxaeHne Mexay pe3ylbTaTaMH H3MEpeHHH, BHITIONHEHHBIX B
JIBYX pasHbIX JJaGopaTopuax, He JNO/DKHO MpPEeBHIATh NpeLena BoChpo-
ussoaumoctH (R)

2X-Xid0 <R o)
(Xi+X2)

rae X;, X, — pe3ynbTarsl U3MEpPEHUi B JBYX pasHBIX JabopaTopusx,
MT/KT;

R — npenen Bocnpon3BoAHMOCTH (B COOTBETCTBHHM C IHANA30HOM
KOHLIEHTpanui, Tabnuna 1), %.
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060 OnpeaencHne OCTATOYHBIX KONH4YecTB LluMOKcaHuna B BUHOrpak-
HOM COKE METOJOM Ta30XKHIKOCTHOH XpoMaTtorpaduu. Meroauyeckue yka-
3anua. — M.: @eaepansHbiii UEHTP rUrueHkl ¥ anuaeMuonorun Pocnorpe6-
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1. Pazpaborankl POCCHACKMM rocyJapCTBEHHLIM arpapHbIM YHWBEPCHTETOM —
MCXA um. K. A. Tumupazea, YueOHO-HayuHBIM KOHCYNBTAUHOHHEIM LIEHTPOM «Ar-
POIKOSIOTHA NECTHUKIOB H arpoxuMukaTos» MuHcenbxos3a Poccun (B.A Kanunny, T.C.
Kanuuuna).
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