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YTBEPXIAIO
PyxoBogurens ®enepanbHoii cayxObi
No Hap3o0py B cepe 3alHTh Ipan
noTpefuTeneit u 61aronony4us YeIoBexa,
I'naBHblii rocyJapCTBEHHbIH CAaHHTapHbIA
Bpau Poccuiickoit ®enepauun
I'. I'. OnueHKo

9 centsbpsa 2009 r.
Jlara sBeacHns: 1 aexaGps 2009 r

4.1. METOJIbI KOHTPOJIAA. XUMHMYECKHE (DAKTOPbI

OnpeaesieHne 0CTATOYHBIX KOJIHYECTB TeGyKoHA301a
B 3epHe COM, COEBOM M KYKYPY3HOM MacJjie METOA0M
ra3’oxkMIKOCTHOH xpomaTorpadhun

MeToaH4ueckHe yKa3aHus
MYK 4.1.2549—09
Hacrosimue MeToAMYecKUe YKa3aHNs YCTaHABIMBAKT METOM ra30XHj-
KOCTHO# Xpomarorpadguu A8 ONpEACIEHUs B 3€pHE COU, COEBOM M KyKypy3-
HOM Mac/ic MaccoBOH KOHuUeHTpauuu TefykOoHazona B Quana3oue KOHUEH-
tpauuii 0,05—1,0 mr/kr,

1. BBoaxhast yacthb

Tebyxonazon (1SO).
CrpykTypHas ¢popmyna:
OH
Cl CoHy—C—C(CH3)3
9
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(RS)-1p-xsnopdennn-4,4-numetin-3-(1H-1,2,4-tpuason-1-un Me-
Tun)nenran-3-un (IUPAC).

Bpyrto ¢opmymna: CysH,; CIN; O

Mon. macca: 307,8.

XuMHYECKH YHCTHIiE Ipenapar - GecLIBETHOE KPHCTAIHYECKOE BELIECTBO.

Temnepatypa iasnenus: 105 °C.

Jasnenne napos npu 20 °C - 1,7 x 10° mPa.

Koagpdument pacnpenenenns H-oxranon/aona K, log P=3,7(20°C).

Pacsopimocts B Boge npu 20 °C — 36 mr/am’ (pH 5—9), rekcane <0,1;
n3onponagnore, Toryone — 5—100, guxnopmerane > 200 (B r/am’ npu 20 °C),

Bemecrso cTabuibHO Ha CBeTy, NPH MOBLIIEHHON TEMITEpATYpPE M THA-
POJIH3Y B YHCTOH BOJE.

Knacc Toxcuunoctu no BO3 ~ I11, ETTA - II.

Ocrtpas opanbHas Tokcu4HOCTh (LDso) st kpbic 4 000 Mr/kr, AcpMans-
Hast > 5 000 mr/kr.

I'uruennyeckne HopMaTHBBL [ panca: MJIV B kykypyse (3epHo) —
0,1 mr/kr, B coe (3epHo, macno) — 0,1 Mr/kr,

O6nacTb MPUMEHEHUA: CHCTEMHBIA QYHIMUMI IIMPOKOTO CHEKTpa Aeii-
cTBUA 4718 6ope6el ¢ 60ME3HAMH JTHCTHEB H KOJIOCKEB 3¢PHOBbIX ((y3apHos,
CENTOPHO3, PKABYMHA, MYUHHCTas poca U Jp.), CEpod FHAIbIO BHHOIPALHOM
7103b1, HEKOTOPEIMK 3a60JIEBAHUAMH COH, parica, NoAconHeuHHKa. Micnonsay-
€TcA KaK TIPOTPABHTE/b CEMAH Ha 3¢PHOBBIX.

2. Metoauka onpeneJienun TeGykonaszona
B 3epPHE COH, COEBOM H KYKYPY3HOM MacJ/le METOA0M
ra3’0KUAKOCTHOH XpomaTorpadun

2.1. Ocnoenvie nonoxcenun

2.1.1. Obnacme npumenenus u npuryun memooa. Hactosmuii noky-
MEHT YCTaHaBJIHBACT MECTOAMKY OTIPEACICHHA OCTATOYHBIX KOTHYECTB Teby-
KOHAa30j1a B 3¢pHE COM, COCBOM H KyKypy3HOM Macjl€ B AHANa30HE KOHLEH-
Tpauuit 0,05—1,0 Mr/kr.

MeTomea OCHOBAHa HA U3BJICYCHHH Teﬁyxouasona W3 3€pHA COH H pac-
THTENIBHOIO Macja BOAHO-ALCTOHOBBIM PACTBOPOM HIIM allETOHHTPHIIOM C
HOCHENYIOEH OYUCTKOH nepepacnpeAciCcHHEM MEXAy ABYMS HeCMeIld-
BAIOIIHMHCA JKHAKOCTAMH H Ha KojoHke ¢ uopucHnom. KonnvecrseHHoe
onpejencHie MPOBOAAT METOAOM Tra30XHAKOCTHON XpoMarorpaduu c Hc-
N0/Ib30BAHKEM TEPMOHOHHOIO JICTEKTOPA.
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2.1.2. H36upamenbrocmv memooa. U3bupatensHocrs Metoga obecre-
4YMBAETCA OYMCTKOM IKCTPAKTOB aHAIM3HPYEMBIX P00 M COYETAHMEM YCIO-
BUii Xxpomarorpaduposanus.

2.1.3. Memponozuueckas xapakmepucmuxa memooda. MeTponorudeckas
XapaKTCPHCTHKa METOZIa npeJicTaBieHa B Tabi. 1 u 2.

Tabnuua 1

Merponornueckne napamMerpsi

Juanason | INoxasarent Tou- | CraHaapr-
Obpexr | Onpeaense- | wocti (rpanuua | woe orwio- [peacn Bﬂpenelil
anane 4o | MBIX KOHIIEH- | OTHOCMTENBHON | HEHHE T10- TOBTOpAE- | BOCIPOH3-
H TpaLuuii, MOrpeuiHOCTH), | BTOPAEMOC- M’?c‘;"' Bon;"',f/’c T,
Mr/kr +5,% P=0,95 | ™ 0,% » 70 » /0
3epHo con 0,05—0,1 50 4,7 13,2 14,5
0,1—1,0 25 4,2 1,8 12,9
Macno 0,05—0,1 50 4,8 13,4 14,8
coeBoe 0,1—1,0 25 4,6 12,9 15,5
Macno 0,05—0,1 50 4,7 13,2 14,5
WP 0,1—1,0 25 4,1 11,5 12,6
Tabnuua 2
1TosiHoTa onpeaesieHns TeGykoHA30./1a B 3¢PHE COH, COEBOM
H KyKypy3nom macJe (N=5 ans kamaoi KoHLEeHTPaUnH)

AHajinin- Toeaen Juanason Cpennee | Cranpapr- | JloBepurens-
pyemsiii o GHZCA e~ | OTPEACIAEMBIX | 3HaueHHE | HOC OTKIO- HbIif MHTEpBaN
obbekT HHS I; yr Jkr KOHUEHTpauwuii, | onpexene- HEHHE, CpPEAHEro pe-

’ Mr/Kr nus, % S, % 3ynbTara,t, %

3epHo COH 0,05 0,05—1,0 80,4 4,7 43

Maciio cou 0,05 0,05—1,0 77,8 4,6 42
Macio

KyXypy3sl 0,05 0,05—1,0 78,4 4,2 3,8

2.2. Peaxmuest u mamepuast
AHajnuTHYecKUi cranaapt rebykonasona 99,6 %

ALETOH, 4.4.a., I'OCT 2603—79
ALICTOHMTPHI, X.4. TV 6-09-3534—87
A3ot ra3oo0pasHblit B 6aJIIOHaX ¢ peAyKTOpOM TY-6-16-40-14—88
Bymaxcubie GHIBTPHI «kpacHas JICHTa» TVY 6.091678—86
Bona auctnnnuposansas TI'OCT 6709—79



ekcaHn, x.4.
JlnxnopMeraH x.u.
Kanmu#t yriuekuensli, x.4.
Kanpuus xnopun, x.u.

Hacaxaxa aas xonoHku: xpomaton N-Super
(0,125—0,160 Mm) ¢ 5 % SE-30 (Hexna)
HaTpuit cepHokuCbIit 6e3BOAHBIH, Y.,

CBEXENPOKAICHHBIH
Harpus xnopun, x.4.
CreknoBara

®nopucun 150—250 um (Merck, 'epmanus),

coziepxaHue Boan < 2,5 %

OTHIOBBIH 3¢Up YKCYCHOH KHCIIOTHI, 4.1.a.
DMIOEHT U1 KOJIOHOYHOH XpomaTorpadun Ne 1:
rekcan-ariwiauerar (50 : 50 no o6seMy)
DMI0CHT 414 KOJNOHO4YHO#H XpoMmarorpaduu Ne 2:
rexcaH—stuiauerar (70 : 30 o o6bemMy)
DmoeHT AN KONoHOYHOH xpoMarorpadun Ne 3:
rexcan-s3twianerar (30 : 70 mo o6neMy)

2.3. ITpubopsi u nocyoa.

T"a3oBr1i xpomarorpad Liser-550 M

C TCPMOMOHHBIM JIETEKTOPOM H CTEKJIAHHOM
HACaJl04yHO# KOJIOHKOH, JUIMHOM 1 M; BHYTPEHHHM
MaMeTpoM 3 MM, HJIM AHAJIOTHYHBIH 110 CBOMM
TEXHHYECKHM XapaKTEepHCTHKaM

Becul aHanmuTuveckne BJIA-200 wim aHanoru4Heie
Becs! Texunueckue BJIKT-500

Mensruua naboparopnas eprosas JIM3
YcraHoBKa ynpTpassykoBas «Cepbra»
Potanvonneiii BakyymHerii ucnapurens Bilchi R-
200/205 (I1IBefinapus) 1M aHANOTHYHBIR
Muxkpowmnpuig MI1-10, MIII- 10M

Hacoc Bopoctpyitabii

Kon6rl ninockogonneie Ha mumdax

KII500 29/32 TC

KonGu1 kpyrnononssie Ha wnndax

KII50 29-32 TC

Boponku snaboparopssie B-75-110
Bopouku nenutensusie B/1-3-500

MYK 4.1.2549—09

TY 2631-003-05807999—98
TY 2631-019-44493179—98
I'OCT 4221—76
T'OCT 4161—77

I'OCT 4166—76
rocCT 4233—77

I'OCT 22300—76

I'OCT 24104—2001
T'OCT 24104—380
TY 1-01-0593—79
TV 3.836.008

TV 2-833-106

MPTY 42 861—64
'OCT 25 336-82E
I'OCT 25 336-82E

I'OCT 25 336-82E
Ir'OoCT 8613—75
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L{wnunapsl MepHbie Ha 100 cm® I'OCT 1774-74E
Kon6u Mepusie Ha 25, 50, 100 cM® I'OCT 1770-74E
IMunerxu Ha 1,2, 5, 10 cM® rocCT 2922791
CTakaHbl XHMHYECKHE I'OCT 25336-82E

Kosonka crexisiHHas xpomarorpaduyeckas
JUIHO#A 25 cM, nnaMetpom 10 MM

2.4. Ombop u xpanernue npob

Ot60p npod npouzsoamrca B coorBercreun ¢ FOCT 10852—86. «Ce-
MeHa Macanunslie. [TpaBuia npuemMky M MeTozB! 0TGOPa npos».

ns AAMTENBHOTO XPaHEHHA 3€PHO COH IIOACYLUMBAIOT P KOMHATHOM
TeMrnepaType B OTCYTCTBHC cBeTa. Cyxne o6pasiibl MOTYT XpaHHThCS B TEYe-
Hue rona. Ilepen ananusom npoGel 3epHa JOBOUSAT N0 CTAHAAPTHOMN BIAKHO-
CTH H H3MeNbyaloT. IIpo6el Macia XpaHaT B xosoanibHuke npu 0—4 °C B
3aKpLITOH CTCKISHHOM Tape He Gonec 2 mMec.

2.5. Iloozomoexa k onpedenenuto

2.5.1. IHodzomoexa u ovucmxa peakmueoe u pacmeopumenei. Ilepen
HayajioM paboTe! PEKOMEHAYCTCA NPOBEPHTE YUCTOTY IPHUMEHSNEMBIX Opra-
HH4eCKuX pactBopurenei. Jlna sroro 100 mi pacTBopHTeNs ynapuBaioT B
POTALIHOHHOM BAKYYMHOM HMcnapHTene npu temnepatype + 40 °C no o6sema
1,0 cM® u xpomatorpagupyior. Ilpu 0o6GHapyKEeHHH MEIlAIOIHUX Onpesesc-
HHIO TIPHMECEH OYMCTKY pacTBOPMTENCH IIPOM3BOIAT B COOTBETCTBHH C 00-
HICMPHHATEIMHA METOAHKAMH.

2.5.2. Konouyuonuposanue kononku. Tlepca HayanoM aHaau3a KONOHKY,
3anojiHeHHylo xpomaroHoM N-Super (0,125—0,160 Mm) ¢ 5 % SE-30, e
HPHCOEIHHASA K AETEKTOPY, KOHANUHOHMPYIOT B TOKE MHEPTHOTO rasa (a3or)
npu Temnepatype 250 °C 10 noiyyeHns cTabHibHOI Hy)IEBOMH IMHAM.

2.5.3. Ilpuzomoenenue cmaHoapmHozo u 2padyupoeoyHsix pacmseopos.
BepyTt TouHyo HaBecky TeGykoHazona (50 Mr), nepeHOCST B MEpHYIO KOGy
Ha 50 cM’, pacTBOPSAIOT HABECKY B aETOHE M NOBOAAT J0 MeTkH (CTtaHmapt-
HEIH PACTBOp ¢ KOHHEHTpaumeii 1,0 Mr/cm®). ana,uyupoaomme pacTBOphI C
koHueHTpauuamu 0,5; 1,0; 2,0; 5,0 u 10 MKr/cM® roTOBST METOZOM MOCEA0-
BATENBLIOr0 pa3baBneHus no obbeMy, HCIONbL3YS A pa3baBiEHHSA IEKcaH.
CrannapTHeIi pacTBOp MOXKHO XPaHHTh B XONOJMILHHKE NPH TeMneparype
0—4°°C B TeueHne 6 Mec., FPagyPOBOYHBIE PACTBOPHL — B TeYEHHE HEEH.

s BHeceHusa B 0Opasell NpH ONMpPEACNICHHH MOJIHOTbI H3BJICYEHHUS HC-
HOJMBb3YIOT TPATyNPOBOYHBIE PACTBOPEIL.

2.5.4. Ilocmpoenue zpadyuposounozo epuagpuxa. Jns NOCTPOEHHS rpa-
JlyHpOBOYHOTO rpahvika (BBICOTA MIIM ILIOIAAL HKA — KOHLEHTpauus Teby-
KOHA30J1a B PacTBOpe) B XpoMartorpad BBOAAT No 1 MM’ TPajyHPOBOUHBIX

8
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pacTBOpOB (HE MEHee 3 Napa/uIeAbHBIX H3MEPEHHH JUIA KaXA0H KOHLEHTpa-
UHH, HEe MEHEEe 4 TOYEK N0 AUANa3OHy H3MEPACMBIX KOHIEHTpaUWii), H3Me-
PAIOT BHICOTHI MIIM ILIOWAZH MHKOB M CTPOAT rpahHK 3aBUCHMOCTH CPEJHEro
3HaYEHMA BBHICOTHI (FUIOMIA/N) IHKA OT KOHLEHTpanuH TeOyKoHa3ona B rpa-
JyHpOBOYHOM pacTBOpe (mxr/cm®).

2.5.5. Ilodzomoeka kononku ¢ gropucunom ons ovucmKu Ikcmpaxkma. B
HIDKHIOIO YaCTh CTEK/ISHHOH KOJIOHKHM JUIMHON 25 CM M BHYTPEHHHM AuaMeT-
poM 1 cM noMemaloT TaMIOH M3 CTCKJIOBATHI M BHOCAT CYCNEH3uI0 4 r ¢uiopu-
cuna B 20 cm® cmech rekcar:ymuanetar (1 : 1, no o6seMy), Ha10T pacTBOpHTe-
JIIO CTeYh N0 BepxHero kpas copbenta. Kosionky mnpoMeiBaior 20 mi 9Toi xe
CMECH CO CKOpOCTBI0 1—2 Kar./cek, mociie 4ero oHa roTosa K paGore.

2.5.6. IIposepka xpomamozpaguueckozo noeeoenus me6yxcma30/1a Ha
Konowxe ¢ gnopucunom. B xpyrnononHyio konby emxoctsio 10 cM or6Hpalot
1 cM® cranpaprHoro pacrBopa TeGykoHazona ¢ KOHICHTpaLHeii 2 MKr/cm’.
Ouxysalor PacTBOpHTENL TOKOM TEIIOro BO3AYXa, OCTATOK pacTsopsior b
2 cM’ amoenra Ne 1 1 BHOCAT B KOsIoHKY. KonGy o6MuiBaloT eute 2 cM® 3mio-
eHTa Ne 1l ® TAKKe BHOCAT B KONIOHKY. 3ateM mocnesnoBaTeNbHO MPOMEIBAIOT
KoJIoHKy 20 cM rekcasa u 10 cM® smoenta Ne 2. Jlanee 3MoupytoT TebyKo-
Hazon 40 cm’ MOEHTa Ne 3 co ckopocteio 1—2 kan./cek. OT6upator ¢pak-
muu o 10 cM® Kakaas, ynapuBalOT 0CYXa, OCTATOK PACcTROPAIOT B 1 oM’
reKCaHa W aHATM3UPYIOT Ha cofcpiaHue TeGykoHasoua mo m. 2.6.4. dpak-
LHH, coaepxamme TeOyKoHa3o, 0OBeMHAIOT, YNapUBAKOT J0CYXa, OCTATOK
pacTBOpAIOT B | CM’ rexcana M aHATMIUPYIOT MO . 2.6.4. PaccuuTHBaIOT
cozepkanue TebyKoHazona B I0aTe, ONpeAe)ifs MONHOTY BLIMBIBAaHHS Be-
IECTBa U3 KOJIOHKH H HEOOXOMMEIH /i1 3TOro 00beM II0EHTA.

INpumeuanne: npodune BLIMEIBaHHA TeOYKOHA30/1a MOXET MEHATBLCA TIPH MC-
M0/1b30BaHHY HOBOH MapTUH cOopOEeHTa.

2.5.7. Iloozomoéka npubopos u cpedcme uzmepenus. Y CTAHOBKA H MOJA-
roToBKa BCeX MPHOGOPOB M CPEACTB U3MEPEHHS TIPOBOAUTCA B COOTBETCTBHH C
TpeGOBaHUAMH TEXHHYECKOH JOKYMEHTALIAN.

2.6. Ilposedenue onpedenenun

2.6.1. Oxcmpaxyus mebyxonazona u3 3epra cou. HaBecKy H3MenbyeH-
Horo Ha JaGopaTopHOH MebHHULE 3epHa COM, Maccoif 10 r noMewanT B Ko-
HHYECKYIO0 K00y Ha 250 cm®, 3anupaior 50—100 cM® cMecH pacTopuTeneit
aleToH ~ Bofa (B cooTHomeHnH 1 : 1) ¥ skcTparupyror Te6yKoHa301 B yJbT-
pa3BykoBoO#t BaHHE B TeyeHHe 10 MMH. DKCTpaKT QUIBTPYIOT Yepe3 Gymax-
HBII QUIBTP («Kpacuaa JeHTa»). DKCTPAKLHIO MOBTOPSAIOT ABAX/B! MOPLIMS-
mu 1o 30 oM’ 1ot xe cMecH. OBLEMHENHBIH (UIBTPAT MOMEINAIOT B JE/H-
TENILHYI0O BOPOHKY M MEPE3KCTParupyloT Te6yKoHa30)1 AUXJIOPMETAHOM TpPH-

9
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*Kabl opuuaMyA 1o 30 cm’. [l1A yCKOPEHHS PacclOeHHs MOXKHO 106aBuTh
HeGOMbIIoE KONMYECTBO (S CM’) HACHILEHHOTO PACTBOPA XJIOPMAA HATPHA.
OO6BeMHEHHBIE JHXJIOPMETAHOBBIC IKCTPAKTH (PHILTPYIOT Yepes cioh Ges-
BOZHOI'O CEPHOKHUCNIOrO Hatpus. IlonyuyeHHBIH pacTBOp BEINApHBAIOT Ha po-
TaLMOHHOM HcrapuTene npu temneparype 6anu 50 °C no nonxHoro yAaleHus
IuxnopMeTaHa. Jlanee NpoBOAST OYHCTKY 3KCTPAKTOB Mo I1. 2.6.3.

2.6.2. Ixcmpakyun mebyxonazona u3 COE6020 U KYKypysHoz0 Macia.
Hasecky Macna 10 r pactBopsitoT B 50 cM® rekcaHa u SKcTparnpyioT TeGyko-
Ha3on 50 cM’ aueTOHMTpHna B Y3-BaHHE B TeYeHHe 15 MuH. HOI[Y‘!CHH)’]O
CMECh JIOMELIAIT B CTHTCABHYI0 BOPOHKY oGneMom 250 cm’. Tocre pac-
CHOEHUA* HIKHHH aLCTOHNTPWIBHBIN CJIOH CIMBAIOT, H3 BEPXHErO I'€KCAHO-
BOTO Ci0f IKCTParupylor TeGyKOHa30 BUETOHHTPHIOM €IIE ABaX(ILI NOp-
umAmH 1o 25 cM’. K 06BeHeIHOMY alleTOHHTPHILHOMY YKCTPAKTy A06aB-
JIAIOT BOAY B COOTHOUIEHHH AUETOHHTPUI :Bona=1:4u ucpeaxc'lparnpyxoT
TeByKOHa30/1 TMXIOPMETAHOM TPHXKILI mopiuamu no 30 cm’. OGbenunen-
HBIE OUXJTOPMETAHOBRIE JKCTPaKThl CyIlaT Haj 6638011HL!M CEPHOKHUCIIBIM
HATPHEM M BBINIAPHBAIOT JOCYXa Ha POTAIIHOHHOM HCHApHTENE NPH TEMIEpa-
Type 50 °C. Cyxoif 0CTAaTOK PacTBOPAIOT B 5 CM’ alleTOHa H MOMEMIAIOT B MO-
pO3mIBHYIO KaMmepy ¢ Temneparypoit - 18 °C Ha 2 u. Oxﬂaxmcﬂuuﬁ alero-
HOBBIH pPACTBOP NEKAHTHPYIOT B KPYIJIOJOHHYI konby Ha 10 cM’ gepes
GUIBTP «KpacHas JIEHTay, 10CIIe YEro HIBTP NPOMEIBAIOT 2 CM’ OXJIAXKACH-
HOro aneroHa. [lomydyeHHsli pacTBOp ynapHBaloT Ha POTAIIMOHHOM MCIapH-
Teune npu Temneparype 6anu ne Benue 40°°C 10 NOAHOrO yOaneHUs alleToHa.
Hanee ourcTky nposogAr o 1. 2.6.3.

*B cnydae 06pa3oBaHHs CPaBHHTENLHO CTOMKHX 3MYILCHA MOXHO J0-
6aBHTH HECKOIBKO MJI HACKIILIEHHOIO PacTBOpa XJIOpHAA HATPHA.

2.6.3. Outicmxa 3kcmpaxmoe Ha KoaoHke ¢ gropucunom. OCTaTOK B
Konbe, MoNyueHHbIH NPH yIIapUBaHHH OYHILEHHLIX 1O M. 2.6.1 1 2.6.2 3Kc-
TPAKTOB 3epHa COM MIIM MACIIa, KOJIHYECTBEHHO MEPEHOCAT ABYMA MOPLHAMH
o 2 ¢cM’ cMecH rexcan—atunanerar (1 : 1, o 06beMy) B KOHIHOHOHHPOBAH-
HYIO XpOMATOrpapu4ecKyro KoJoHKy (1. 2.5. 5) TMpompiBaioT KONOHKY 20 cM®
rexcasa, KOTopble oTGpackBaloT, 3atem 10 cm® 3moema Ne 2, xoToprie Toxe
or6paceiBator. TeGykonazon smoupytor 40 cM® smoenta Ne3 (rexcan-—
JTHIIALETAT = 3 7). Bech amoar cofHpaioT B rpyHIEBHAHYIO K0a6y €MKo-
cT610 100 cm’. PacTBOp BHIMAPHBAIOT OCYXa Ha POTALMOHHOM ncuapyrene
npu Temnepary?e ne Beune 50°°C. Cyxoif 0CTATOK pacTBOpsOT B 1—2 cM®
rekcaHa u | MM~ pacTBOpa BBOAAT B XpoMaTorpad.

2.6.4. Ycnoeus xpomamoepagupoearus. I'a3osbiii xpomartorpad «Liper-
550M» ¢ TUM v aHaJIOTHYHBIH,

10
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Konouka crexnsHuas | M x 3 MM, 3anonHeHHas xpomartoHoMm N-Super
(0,125—0,160 Mm) ¢ 5 % SE-30. Temneparypa konoHku 235 °C, ucnapurens
- 250 °C, nerexropa — 390 °C.

CKOpOCTH ra3a-HOCHTENA (a30T) Yepes KOTOHKY 32,2 cM°/MHH, BOZOpO/a
- 16,9 cM’/muH, Bo3ayxa — 200 cM®/mMuH, O6beM BBOZHMO npo6e1 1—2 MKL.

JInneiinpit Auana3ox aerexrupopanng 0,5—10 Hr.,

2.6.6. O6pabomka pezynbmamos anarusa. KonudecTBeHHOE onpenele-
HHE MPOBOJIAT METONOM abCoMOTHONM rpaXyHpOBKH, coaepkanue TeGykoHa-
30sa B o6pa3ie 3epHa cod Wim Macia (X, MI/Kr) BRIMHCIAIOT Mo dpopMmyne:

_H,xCxV
H xP

H) — BricoTa (nuowans) nuka tebykoHasona B CTaHAAPTHOM pacTBOPE,
MM (MB*C€K);

H, — BhicoTa (nI0WaAb) NHKa TeOyKOHA30Ma B aHAIM3UPYEMOit npobe,
MM (MB-CEK);

V — 06béM KCTpaKTa, MOArOTOBIEHHOTO /U1 XpOoMaTOorpapHpoBaHuA, oM’

P — naBecka aHanmuIMupyeMoro o6pasiua, r;

C — XOHI[eHTpalMs TeGYKOHa30/1a B CTaHAAPTHOM PAcTBOPE, MKI/CM’,

Copzepixaniue OCTAaTOYHEIX KOJMHYECTB TeByKOHa30J1a B aHANM3HPYEMOM
o6pa3lie BBIYUCIAIOT KaK CpeAHee U3 2 apajlleNbHEIX ONpeAcICHUE.

O6pa3uel, paromme nikyu 60bLIde, YeM CTaHAAPTHEIH pacTBOp TeOyKO-
Hazona 10 Mxr/Mn pa36aBisioT.

X

, e

3. ITpoBepka nNpHeMJIEMOCTH Pe3yJIbTATOB
napa/uieJibHbIX OnpeaeJIeHH it
3a pe3y/bTaT aHATH3a NPHHUMAIOT CPEAHEe apU(METHUECKOE pe3yIbTa-
TOB ABYX MapaJJIeJbHBIX ONpEAEICHUH, PacXOXKICHHE MEXAY KOTOPBIMH He
MIPEBBIIAET IIpejieNia NOBTOPAEeMOCTH (1):
2x|X, - X,|x100 .
(X, +X4,;)

<r,rme @)
X, Xz — pe3ynpTatrsl napa/LiefbHbIX OlpeleNIeHHH, MI/KT;
r — 3HaYCHHE npezelia NOBTOpAeMOcTH (7 = 2,80,).
IMpy neBbInONHEHHH YCNOBHS (1) BBUICHAIOT NMPUYHHBI MPEBBINIEHHUS
npeena noBTOPAEMOCTH, YCTPAHSIOT UX U BHOBB BHINOJTHAIOT aHAIN3.

4. Odopmienne pe3yabTaToB
Pesynprat aHanH3a NpeACTaBIAIOT B BHIE:
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X + A mr/kr npu BeposTHocTH P = 0,95, rne

X - cpennee apu@meTHHECKOE PE3YNLTATOB ONPEACNECHUH, PA3HAH-
HEIX TIPHEMJICMBIMH, MI/KT;
A - rpanuua abCONOTHOMH NOrPEIIHOCTH, MI/KT;

A =6_x_‘X_,rIle
100

0 — rpaHHUA OTHOCHTEJIBHOH NOTPEIIHOCTH METOAKKH (MOKa3aTesb TOY-
HOCTH B COOTBETCTBHH C JMana30HOM KOHUEHTpauwit), %.

B ciryyae, eciu coepkaHue KOMIIOHEHTa MEHee HIDKHEH IDaHMIBI AHana-
30H4 OMNpEAE/AEMBIX KOHLICHTpalWit, pe3yNbTaT aHanu3a Npe/ICTaB/IAIOT B BHIE:

«codepocanue gewecmea 6 npobe «MeHee HudiCHel zpanuysl onpedene-
nusy (nanpumep. menee 0,01 m2/k2*, 20e *- 0,05 me/k2 — npeden oGuapyxce-
HUA 6 pacmumenvHOM Macne).

5. KonTpoab kavecTBa pe3y/bTaToB H3MEpEHH il

OrnepaTyBHBIX KOHTPONEL NOrPEIIHOCTH ¥ BOCMIPOM3BOAUMOCTH H3Mepe-
Huit ocymecrsasercs 8 coorsercreuu ¢ I'OCT P UCO 5725-1-6—2002
«To4yHOCTL (MPaBHILHOCTE H TMPENM3HOHHOCTh) METOJIOB U PE3YJIBTATOB H3-
MepEHHH»,

5.1. CrabuibHOCTh PE3yNbTaTOB H3MEPEHHH KOHTPOMUPYIOT NEPEA NMpo-
BEJIEHNEM HU3MEPEHMHH, aHATM3UPYS OAHH U3 FPanyHpPOBOYHEIX PacTBOPOB.

5.2. IlnanoBblit BHYTPHIA0OPATOPHEIA ONEPAaTHBHELA KOHTPOJB IIPOLe-
JYpHI BLITIOJIHEHHS aHaIN3a POBOANTCA € IPHMEHEHHEM METOAa A06aBOK.

Bennunna no6asku Cy A0/DKHA YIAOBIIETBOPATh YCIIOBHIO:

G = A)r,)( + An.,\'" rae

TA, (i A, x’) ~ XapaKTEpPHCTHKA MOTpemHOCTH (abcomoTHas mo-

FPEIIHOCTh) Pe3y/LTATOB aHAIM3a, COOTBETCTBYIONIAS COAEPKKAHHIO KOMIIO-
HEHTa B HCHBITYyeMOM ofpasiue (pacueTHOMY 3HAUEHRIO COAEPXKaHUA KOMIIO-
HeHTa B o0pasie ¢ 106aBKo#, COOTBETCTBEHHO), MI/KT; [IPH 3TOM:

A, =10,84A, rae
A — rpanuia abcooTHOH TIOTPEIIHOCTH, MIV/KT;
IxX
100

, Tae
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0 — TpaHMIla OTHOCHTCILHOH NOIPElIHOCTH METOAMKM (IOKa3aTesb
‘TOYHOCTH B COOTBETCTBHH C MaNa3oHOM KOHLEHTpaiuit), %.
Pe3ynbTaT KOHTPOILA NpoLEeRypsl K, pacCHMTHIBAIOT 1O hopMyIe:

K,=X'-X-C,,tne

X', X,Cy - cpeanee apupMeTHUECKOE PE3yNBTATOB MApasLIe/bHbIX
onpeacneHui (MPU3HAHHLIX NPHEMJIEMBIMH 110 1. 4) COAEPKAHUA KOMIIOHEH-
Ta B ofpasue ¢ no6aBkoH, UcTBITyeMOM 06pasie, KOHUEHTpauus J00aBKH,
COOTBETCTBEHHO, MI/KT.

Hopmarus koHTpoA K pacCYMTHIBAIOT 1O QopMyiice

IpoBoaAT cOMOCTaBIEHHE pe3yabTaTa KOHTpoad mnpoueaypw (K,) ¢
HOpMaTHBOM KOHTpOIs (K).
Eciiu pe3yneTatr KOHTPO/IA POLEAYPHI Y/IOBJIETBOPAET YCIOBHIO
K| s K )

NpoLeaypy aHAIH3a IPU3HAIOT YAOB/ICTBOPUTEIBHOM.

IlpH HEBBIMONHEHWH YCNIOBHA (2) npouexypy KOHTPOJA MOBTOPSIOT.
Ilpu MOBTOPHOM HEBBINONHEHHH YCIOBHA (2) BLIACHAIOT NPHYUHBI, TIPUBO-
JAWKC K HEYNOBICTBOPHTCIILHBIM pe3y/lbTaTaM, H HPHHHAMAIOT MEphl K HMX
YCTpaHEeHHIO.

5.3. IlpoBepka npHeM/IEMOCTH pE3yJIbTATOB H3MEPEHHUH, NMONYYEHHBIX B
YCTIOBHSAX BOCIPOHU3BOAUMOCTH.

Pacxoxaenue Mexy pesylbTaTaMM M3MEPEHHH, BLIMOTHCHHBIX B BYX
pa3HbIX J1abopaTOpHsX, HE NOMKHO NPEBLILIATHL MpeEjiesia BOCIPOH3BOUHMMO-
cru (R):

2x| X, — X,|x100
(X, +X;)

Xj, X3 — pe3ynbrarhl M3MCpPEHHUIt B ABYX pa3HbIX 1a60paTopusx, MI/KT;

R — npenen BOCIpON3BOAMMOCTH (B COOTBETCTBHM C JIHANAa30HOM KOH-
uentpaumi), %.

<R,rnme
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6. TpeGoBanus TexHHKH 6e30MaCHOCTH

[pn npoBesenny pabornl HeobxoauMo cobmonars TpebGosaHua Geso-
NacHOCTH, YCTAHOBNEHHBlE 1A paboT C TOKCHYHBIMH, €AKHMH, JIETKOBOC-
riamenstomumucs seniecrsamu ('OCT 12.1005—88).

TIpn BBINONHEHHM H3MEPEHMI C HCMOJB30BAHUEM T'a30BOTO XPOMATO-
rpada u pabote c INMEKTPOyCTaHOBKAMH cobnionars npasmia 3Jekrpobeso-
nacHocTH B cooTBeTCTBHH ¢ 'OCT 12.1.019—79 n MHCTPYKIHMSMH NO 3KC-
uTyaTanny npu6opos.

ITomewmenue nabopaTopun JOMKHO COOTBETCTBOBATh TPEGOBAHHAM IIO-
sapHoit Geszonacioctd no 'OCT 12.1.004—91.

7. TpeboBanus Kk KBanTuHKALHHN onepaTopa

H3mepeHus B COOTBETCTBHH C HACTOSIIEH METOAHKONH MOXCT BBINOJ-
HATb CNELMANTHCT-XHMHUK, UMEIOIUHH OMBIT paboThl METONOM ra3oKHAKOCT-
HOM XpomaTorpauu, 03HAKOMJIEHHbIH C PYKOBOACTBOM IO 3KCILUTyaTallMH
xpomarorpada, OCBOMBUIHH AaHHYIO METOIUKY M MOATBEPANBLIMH JKCNepH-
MEHTAJIBHO COOTBETCTBHME 110/1y4aeMBbIX PE3y/IbTATOB HOPMATHBAM KOHTPOJA
NOrpEIHOCTH U3MCPEHHI no 1. 5.

8. Pazpaborunkn

Homxkenko B. K., LHnbyanckas U. A., bankosa T. ®.
I'HY Bcepoccuiickuii Hay4HO-HCC/IENOBATENBCKHI HHCTHTYT 3aLUMTHI
pacrennii (Cankt-TlerepOypr, r. [Tymkun).
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