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rocypagpapcTBEHHBb I cta HgoapTt cowsza CCP

CMNABbl CBNHLIOBO CYPbMAHUNCTbLIE
CnekTporpagmyecknii METOL onpedeneHnss HUKens rocT

Antimonou? lead alloys. Spccirographicai melted 1293.15—90
for determiination oi nickel

OKCTY 1709

Cpok geiictBua ¢ 01.01.91
no 01 01.2601

Hactoswwnii cTaHfapT yCTaHaBAMBaeT CMeKTporpapuyeckunii MeToq,
onpegeneHnsa Hukena ot 0,0005 go 0,005% B CBMHLOBO-CYPbMSAHUCTbIX
cnna.sax.

MeTof, OCHOBaH Ha NepeBefeHUN CBUHLOBO-CYPbMAHUCTOrO cnna-
Ba B CEPHOKMCAYI COMb C NOCMeAyHoLWMM CNeKTporpapuyecknuM onpe-
JeneHneM HUKens B [YrOBOM pPeXWMe Ha KBapLeBOM ChekTporpage
Tnna MC11-30.

I. OBWWME TPEBOBAHWA

11. OTtb6op npo6 u nogrotoska K aHanuzy—nmno FOCT 1292 wn
FOCT 24231.

12. Obwme TpeboBaHus K MeTogy aHanu3a —no FOCT 25086 c
[OMONHEHNEM.

1.3. 3a pe3ynbTaT aHanM3a NPUHUMAKOT CPefHee apudMeTUYecKoe
pe3ynbTaToB fBYX MapannenbHbIX ONpefeneHni, Kaxaoe M3 KOTOpbIX
MosyyaloT Mo TPeM CMeKTporpaMmMaM Ha OZHON (hOTOMNACTUHKE.

2. TPEBOBAHWA BE3OMACHOCTU

2.1. Tpn BLINO/HEHUM aHaNM30B HeobxoaMmo cobnogaTb Tpebo-
BaHMa 6e3onacHocTn no FOCT 1293.0 ¢ AOMOMHEHUAMM.

2.1.1. Bce npubopbl, NpUMeHsieMble NPU CMEKTPaibHOM aHanu3e
CBWHLL0BO-CYPbMSIHACTbLIX CM/aBOB, JO/MKHbI ObiTb CHaGXEHbl YCTPON-

3gaHne otvLmaibHoe MepeneuyaTka aocnpetlena
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cTeamL, Ang 3a3emneHma no MOCT 12.2.007.0 n FOCT 12.1.030 u 3a-
3emM/eHbl B COOTBETCTBMM C MNpaBWiamy YCTPOMCTBa 3/1EKTPOYCTaHO-
BOK, YTBEPX/EHHbIX [1aBrocaHeproHa3opom.

2.12. Ona npefoTBpalleHnii nonajaHus B BO3AyX pabouyeli 30HbI
BPefHbIX BELEeCTB B KOMMYECTBAx, MPEBbILLANOWMX MPefesbHo Aony-
CTUMble KOHUeHTpauun no FOCT 12.1.005, u gna 3aluTbl OT 3/eK-
TPOMarHWTHBIX WU3YYeHUiA 1 0XKora YnbTPa(roaeToBbIMU Nyvamn Kax-
Obli MCTOYHWK BO36YXKAEHWS CMEKTPOB [AO/HKEH MOMELATbCs BHYTPU
npucnoco6neHns, 060pyJ0BAHHOI0 BCTPOEHHbIM BbITSXXHbIM BO3JyXO-
npuemuukom no NOCT 12.4.021 n 3awmTHbIM 3KpaHom no [OCT
12.1.019.

2.1.3. KoHTponb 3a cofgepXaHuem BpeAHbIX BELIECTB B BO3LyXe
paboueii 30HbI HeobxoamMmo ocyulecTBaaTs no MOCT 12.1.007, TOCT
12 1.005 n FOCT 12.1.016.

2.1.4. CTaHOK, MCnonb3yembll AN 3aTOYKM rpauToOBbIX 3NEKTPO-
[l0B, [JO/KEH WMMeTb BCTPOEHHbIN BbITSHDKHOW BO34YXOMPUEMHHK.

2.1.5. MopgroTtoBka npob K aHanu3dy (pacTBOpeHMe, BbiNapuBaHue,
B3ATWE HaBeCOK, NepeTupaHue, HabWBKa YrosibHbIX 3/1EKTPOAOB) [0N-
XHa npoBoAMTbCA B 60KCax, 060pPYA0BaHHbIX BCTPOEHHbIMWU BbITAX-
HbIMV BO34YXOMPUEMHUKAMH.

2.1.6. [lonycTMble YpOBHM LymMa Ha paboumx MecTax  [AO/DKHbI
cooteetcTBoBaTh [OCT 12.1,003. KOHTpONb 3a YPOBHEM LUyMa Ha
pabounx MecTax nabopaTOpHbIX MOMeweHnidi npoBogatr no [OCT
12.1.050.

2.1.7. NabopaTopHble MNOMELLEHNA CNEeKTPanbHOro aHanusa [OJX-
Hbl COOTBETCTBOBaTb MpaBW/iam MO YCTPOMCTBY M cofepXkaHuio nabo-
paTopuii 1 NMYHKTOB CMeKTPaibHOro aHanusa.

3. AIMAPATYPA. MATEPUAJIbI N PEAKTUBbI

CnekTporpady C KBapLeBOW ONTUKOA CcpedHel pgucnepcun  Tuna
MCM-30 ¢ TpexnvMH30BOM CUCTEMOI OcBelleHMs wenu Jonyckaetcs
npMMeHeHne MpU6OPOB C (DOTO3MEKTPUYECKOWA perncTpaumeli cnekTpa
W ApYyrux CrnekTporpapuyeckmx npubopos, aTTeCTOBAHHLIX B COOTBET-
cteun ¢ FOCT 8.326, mpu yCnoBUM MNOMYHYEHUS METPONOrUYECKUX Xa-
PaKTEPUCTUK HE XYXe YCTaHOBNEHHbIX HACTOAWMM CTaHAapToM.

"eHepaTop Ayrv nepeMeHHoro Toka.

leHepaTop Ayry MOCTOSHHOTO TOKa, 06ecrneynBaloLLmii HanpsHxeHue
He MeHee 200 B v cuny ToKa He meHee 15 J1.

MukpodoTomMeTp NHO60ro TMNa, MO3BONAKOLWMIA U3MEPSTb MAOTHOCTb
NMOYEPHEHUS aHANIMTUYECKUX NIVHWIA.

CreKTponpoekTop no6oro Tuna.

Becbl aHanUTUYecKMe UM TOPCUOHHbIE C MOrPELIHOCTHI0 B3BeLUMBa-
Hua He 6onee 0,0002 H 0,001 r COOTBETCTBEHHO.

OOIZICEZ% MydenbHas, Mno3BonsaLias pPerynumpoeats TemnepaTtypy Ao
7 '
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CTaHOK Ana 3aTouku rpaduToBbiX 3nekTpogoB Tuna K-35 unn
no6oro gpyroro Tumna.

CTynka C MecTMKOM aratoBas, AWMOBas WAM W3 OpPrcTekna.

Yawkun papdoposble BblMapHBaTesibHble Mo TOCT 9M7 BmecTu-
MocTbio 50—250 cm3,

dnekTpodbl rpaduToBble AvameTpoMm 6 MM C pasMepoM KpaTepa
4X4 MM C nomepeyHbIM CKBO3HbIM OTBEPCTMEM B HWXKHEW YacTu Kpa-
Tepa guametpom 0.7 MM (MOArOTOB/MEHHbIE 3NEKTPOAbI 06XWralT B
,qyre)nepelvleHHoro WM MOCTOSIHHOrO Toka cunoii 10 A B TeyeHue
10 c).

KOHTpaneKTpofbl rpatuToBble, 3aTOYEHHbIE Ha YCEYEHHbI KOHYC
¢ nnowagkoin gnametpom 1,5—2.0 mm.

MopOoLWOK rpauTOBbIA, NONYYEHHbIA M3 TPatUTOBbLIX 3NEKTPOAOB.

DOTONNACTUHKMN «CMeKTporpauyeckne» tuna 1

MposiBUTENb MCTON-TMAPOXMHOKOBBIWA, COCTOALMM W3 [BYX PacTBO-
poB, KOTOpble Mepef MPOSABAEHWEM CMeLUMBalOT B COOTHOLWEHUM 1:2.

Pactsoo 1

Boga guctunnuposaHHas no FOCT 6709 po 1 gv*
Kanuin yrnekucneiii mo FOCT 4221 60 r
Pacteop 2

Bopga guctunnuposaHHad Ho MTOCT 6709 o 2 gm5
MeTton no MOCT 2566-1 6r
'mpgpoxmHoH no FOCT 19627 5r
Hatpwuii cepHHCTOKHCAbIA no FTOCT 195 NOr
Kanuii 6pomuctbin Ho TOCT 4160 6r

PuUKcaX KUCAbINA.

dnekTponantka HarpesartenbHasa no NOCT 11919

Kucnota asotHas no MOCT 4161, pasbaBneHHas 1:3.

Kucnota cepHass Ho FOCT 4201, pa3basneHHas 1:1.

BopoHKa 1 MNyaHCOH W3 oOprctekna [Ans MepeHeceHWn HaBecKu B
KpaTtep 3/MeKTpoja 1 YrioTHEHNS ee.

CnnaB CBMHLIOBO-CYpbMsAHUCTLIN no TOCT 1292 ¢ MmaccoBoi fo-
neil Hukens meHee 0,0001%.
Huvikenb no MOCT 849, mauka H-0.
HaTpuii xnopuctelidi no TOCT 4233 u pacTBOp C MacCOBO [oneit

%

4. NMOArOTOBKA K AHANNZY

*11. OCHOBOW [f/151 MPUTOTOBNEHWUS 00Pa3HO» CPAaBHEHUS  CIYXWUT
CEPHOKWUC/bIV CBUHEL, MOYYeHHbIA U3 CBUHLIOBO-CYPbMSAHUCTOrO Cra-
Ba C 'raccoBoi goneii Hukens MeHee 1-10 *%. Kycouku cnnaBa Mac-
coii 50—500 Mr, CTPY>XKY WM ONWIKWM nNomellaT B (haphopoByHo-
YalwKy W OTMbIBAOT OT MOBEPXHOCTHbIX 3arps3HEHWin B pacTBoOpe
a3oTHoW kucnotbl (1:3) B TeyeHue 30 C M AUCTUIIMPOBaHHOW coje.
MoAroToBMEHHbI CMNaB pacTBOPSAIOT B pacTope a3oTOM  «CAOTbl
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(1:3) npu ymepeHHOM HarpeBaHWW MO/ YacOBbIM  CTekIOM. [pu
3HauUTeNIbHOM YyrnapvBaHuMM pacTBopa fobasnsoT 5—10 cv* BofAbl
ONA MpefoTBpalleHnn BbiNafeHns B 0CafjOK HUTparta cBuHUA. [locne
MO/IHOrO PacTBOPEHMA CniaBa OCaXAalT CynbdaTr CBUHLA MNOCTENeH-
HbIM [06aBfeHMeM pacTBOpa CEPHOM KMCMOTbl 40 FOAHOr0 Ocaxpe-
HUA CBMHUA. PacTBop cnunmalT H OTOpacbiBalOT, OCTaBAAA  0CALOK.
Ocafok ABaXAbl MNPOMbIBAIOT BOLON, BbICYLUMBAKOT W MPOKaIMBalOT
B MyensHoi meun npu Temnepatype ~550°C B TeyeHne 1 u. Cep-
HOKMC/bIA CBUHEL, XPaHAT B MONM3TWIEHOBOW MOCyfe C 3aBMHYMBAIO-
LLeCA KPbILIKOIA

4.2. CtaHpapTHble pactBopbl Hukens (I mr/cm5) roToBaT crnefy-
towym obpasom: 0.1 r Hukens pacTeopsAlT B 15 cM} pacTBopa as3oT-
Hon kucnoTel (1:3) w nmepeBogAT Ha o6vem 100 cm*. Mpu npuroTos-
NIeHUN CTaH4apTHOrO0 pacTsopa MOXHO WCMONb30BaTb CO/Mb  HUKENs.
Mpy HeobXOAMMOCTV NPUFOTOBMIEHHbIA PacTBOP aHanM3UPYHT aToM-
HO-abCoOpPOLUMOHHLIM UM (hOTOMETpUYeckUM  Metogom no TOCT
1293.13

4.3. O6pasubl CpaBHEHUS rOTOBAT CcredyloWmUM obpasom: B (ap-
(hopoBYO YalllKy BMeCTUMOCTbIO 50 cmj MOMELLAIOT HaBeCKY OCHOBbI
maccoin 9,995 r, cmaumBaloT ec 1—2 cm3 Bogpl, Ao06aBnAwT 5 cm3
CTaHAAPTHOro pacTBopa HWKEeNs, BbICYLUMBAKOT Ha 3/1EKTPONIUTKE W
H MpoKanuBalT B My(enbHON neun npu Temnepatype ~ 550°C B Te-
ueHne 1 4. TMonyuyeHHbI OCHOBHOM o06pasel, cogepxalunii 0.05%
HUKeNIA, NepeTuparoT M CTYMKe.

MeTogoM nocnefoBaTe/lbHOK pa3baBrieHNs OCHOBHOTO — obpasLa
B 10 pa3. a Kaxpaoro BHOBb MPUroTOB/IEHHOro B 2—2,5 pasa roTo-
BAT- Ceputo paboumx 06pasloB cpaBHeHus. B kauecTBe pasbaBuTens
MCNO/b3YIOT OCHOBY, MOMyYeHHyto no n. 4.1,

O6pasybl cpaBHeHUs, cogepxalyume 0,0050; 0,0025; 0.0010; 0.0005%
HuKensa, \pa.:AT u 6lKcax WM Apyroii NAOTHO 3aKpbiBaloLieics no-

e.
'q4.4. BydepHylo cmecb rotoBaT fo6aBneHWeM B rpauToBbI MOPO-
LWOK 2%-HOro X/0pUCTOr0 HaTpus B BUAE COMM WM PacTBopa.
AHanusmpyemble npobbl W CTaHAapTHble 06pasiubl CMeLnBalT ¢
6ydepom B COOTHOLIEHUN 7:1.

NMPOBEAEHVE AHANTN3A

51. K)Couku, CTPY>KKY WM  ONWIKA  CBMHLOBO-CYPbMSAHWUCTOIO
cnnasa Maccoid 1- 2 r momeTalOT B (hapdopoByH0 YallKy, 06MbIBaOT
pacTBOpOM a30THON kucnoTbl (1:3) u Bogoi u pacTtBopsoT B 30
40cm3 a30THOW KucnoTel (1:3)  MpY MeANeHHOM  HarpeBaHWM nog
4acoBbIM CTEK/IOM. [pu 3HauMTeNlbHOM ynapvBaHWM pacTeopa Ao06as-
nat 5—10 cm3 Bogbl Ans npefoTBpalleHUs BbiNafeHus B 0CafoK
HUTpaTa cBuHLA. [locne pacTBOpeHUs cunaHa [06aBnatoT HeboMbLIn-
M1 nopuusmm ~10 cM3 pacTBOpa CEpHOW KMCMOTbl A0 MOSHOMO re3x-
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JeHus cynbata cBuHUA. PacTBop Haj 0CagkoM BbiMapuBalT  Ha
ANEKTPONIUTKE [0 NPEKpaLleHUs Bbi4eNeHUs MapoB CEepHON KWCMOTbI
W NpPOKanuBalT B MydenbHON mneun B TedeHne 30 MWMH Mpu Temnepa-
Type ~550°C.

MonyyeHHy0 CONb MEPeTVpPaKOT U CTYMKe, CMELIUBalT c Gydepom
H COOTHOWeEHUM 7: 1 1 nepefjatoT Ha CMNEKTPaNibHbI aHanms.

OT KaXaoi npobbl OTOMpalOT 418 aHann3a ABe HaBECKM

5.2. HaBeckn noAroTtoBneHHbIX Mpob6 M 06pa3LoB CPaBHEHWS Mac-
coii no 100 Mr nomeLlaloT B KpaTepbl rpaMTOBbIX 371EKTPOLOB, YN/OT-
HAKOT MyaHCOHOM W (POTOrpatupyroT B fyre MOCTOAHHOrO TOKa CUOiA
15 A Ha oTonnacTMHKM Tuna 1 (No Tpu CMeKTpa ANs Kaxaoro o6-
pa3ua CpaBHEHWS U KaX[Ool HaBecKu npobbi).

LLinpvHa wenn cnektporpaga tuna C.M-30 0.017 mMM. Bpems 3Kc-
nosvumn 95 c.

6. OBPABOTKA PE3YJ/IbTATOB

6.1. Ha MuKpoghoTOMETPE M3MEPAIOT MOYEPHEHME aHaIMTUYEeCKON
MHUM Hukens 305.08 HM (Sm-d) w poHa (S,j.) CO CTOPOHbI AJ/INH-
HbIX BOSH. pagynpoBOYHbIe Fpadnky CTPoAT B KoopauHaTax AS—IgC,
rae AS —cpefHee apu()MeTM4ecKoe M3 Tpex 3HauyeHuid  Sm-+p—3d)
C — maccoBas gona Hukens B obpasuax cpaBHeHUs B npoueHTax. Mo
noslyYeHHbIM 3HadeHUsM AS Mo rpaguky OnpeaensioT MaccoByio A0-
N0 HUKeNs B aHanu3npyemoil npobe. 3a OKOHYaTeNMbHbIA  pesy/nbTar
aHanusa MPUHUMAIOT CpefHee apuMeTUYecKoe pe3ynbTaToB — [ABYX
napannenbHbIX OMNpefeNneHnin (kaxgoe onpefeneHne K3 Tpex ChekT-
porpamm). PacxoxpgeHue pe3ynbTaToOB napaifieNlbHbIX OMnpejeneHnii
(rf — nokasaTenb CXOAMMOCTW) MpU AOBEPUTENIbHON BEPOSTHOCTM P -
—0.95 He [O/MKHO NpeBbiWaTh abCOMOTHBIX AOMYCKAEMbIX pacxoxje-
HUWIA. BbIYUCNEHHBIX MO opMmyne

n)=0,22x,

roe Ocx 0 T— OTHOCUTE/IBHOE TeHepanibHOoe — CpefHee KBajpaTuyeckoe
OTK/IOHEHMe cxogmmocTn, pasHoe 0,08;
~X— CpefHee apuU(METMYeCKOe pe3yNnbTaToB napasnsie/nbHbIX
onpefeneHwii;
Q(P\ 5)— KpuTMYecKoe 3HauyeHVe pa3Maxa BblIGOPKM HOPMasbHOM
COBOKYMHOCTUW, paBHoe 2.77 ana P'-0,95 nn - 2.
PacxoxaeHne [BYX pe3y/nbTaTOB aHa/iM3a OAHON W TON >Xe Npobbl
(D —nokasatenb BOCMPOM3BOAMMOCTM) He [AO/MKHO MpeBblllaTh ab-
COMOTHBIX AOMYCKaeMbIX PacXOX/AEHWIW, pacCcuMTaHHbIX M0 (opmyne

D«e,.0TH*y-Q 1)*0,28 y]

roe OWTB — OTHOCUTENILHOE TeHepasibHOe CpefHee  KBaapaTuyveckoe
OTK/IOHEHWEe BOCMPOM3BOAMMOCTK, pasHoe 0,10;

T/ —cpeaHee apudMeTUUeCKOe [ABYX pe3ynbTaToB aHanu3a.
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7. KOHTPO/Ib 104HOCI'L, PE3Y/IbTATOB AHAJIM3A

7.1. KOHTPO/Mb TOYHOCTU pe3y/nbTaTOB aHann3a OCYLLECTBAAT Me-
TOAOM [06aBOK WM COMOCTaB/IEHUEM —PE3yNbTaToB — aHaau3a C pe-
3ynbTaTaMu, MOMYYEHHbIMW MO APYroil He3aBUCUMMOW MeTOAWKe, He
pexe OfHOro pa3a B MeCAll, a TakXe Npu 3aMeHe peakTWBOB, Mocne
PEMOHTa CMeKTporpaMyUeckoin yCcTaHOBKMW, Mocne AAUTENbHOro nepe-
pbiBa B paboTe W ApYrMX W3MEHEHUAX, BAUSIOWMX Ha  pe3ynbTaThl
aHanusa.

7.1.1. BenuuuHa [06aBOK [0/XHA ObITb B [Ba pa3a MeHblUe Wu
COOTBETCTBOBATb MAacCOBOW A0ME 3MeMeHTa B aHalM3uMpyemoli npobe.
[ob6aBKy (pacTBOp HWKens) BBOAAT Mepef pacTBOpeHWeM  MNpo6bl
cnnasa B a30THOM KucnoTe.

Pe3ynbTaTbl aHanM3a CUATAOT TOYHbIMW, €CAW HallfeHHas Befu-
uvH.» f06aBKM OT/IMYAETCS OT BBEAEHHON ee BeNMYMHbI He 6onee uem
Ha 0,71 Dr i-D-j, rge Dt n Dt — gonyckaemble pacxXxOXAeHus pe-
3ynbTaToB aHanusa npobbl 6e3 go6aBKM M C A06aBKOW COOTBETCT-
BEHHO.

7.1.2 [Ona KOHTPONA TOYHOCTM WCMONb3YHOT METOAWMKY B COOTBET-
ctBun ¢ FOCT 1203.13 una atrectoBaHHyto no FOCT 8.505 u umeto-
LYK MOTPELIHOCTb, He MPEBbILIAILLYIO  MOMPELIHOCT  KOHTPE TUpy-
eMoii MeTOAMKM aHanusa.

Pe3ynbTaTbl aHanmMsa npob cuuTaroT ToYHbIMK, ecim | C;—Cca ‘<
<0,71V D,t-i D(V, rge D,, n Dco—ponyckaeMble PacXoXAeHUs Mex-
[y pesynbTatamu aHanusa npobbl KOHTPOMbHbIM W 4llekTpcrpaduyc-
CKUM KOHTPO/IMPYEMbIM METOJaMM.
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NMHPOPMALWVOHHBLIE AAHHBIE

. PASPABOTAH W BHECEH  MuHuicTepcTBOM  METannyprum

CCCP

PA3SPABOTHUKN

A. Tl Cblyes, a-p Tcrud. Hayk; J1. B. MwuHees: J1. K JlapuHa;
T, N. Tpau.lxosa

.YTBEP)K,D,EH N BBEAEH B JENCTBWE [ocTaHOBNeHMEM

locypapcteeHHoro komwuteta CCCP Mo ynpasfieHUMIO  KayecTBOM
npoayKumm un ctaHgaptam ot 26.02.00 Ne 267

BBEAEH BIEPBbIE

CCbI/TIOYHbIE HOPMATWBHO-TEXHUYECKUNE OOKYMEH-
Thbl

0603HaueH» UM, MYHKT™.
Ha «OT'--LU gan* ccbinka PLyACN*

roCT 8.326 78 3

FOCT 8505—84 712
FOCT 121.003 83 2.1.7
roCT 12.1.005-88 1 213. 214
FOCT 12 1007 76 214
rocT 12 1.010—79 2.1.4
FOCT 12.1019-79 213

FOCT 12 law 81
rocr 12.1.050 -86
FOCT 12.2007N-75
FOCT 12.4.021 —75

FOCT 195-77
FOCT 849-7Nn

rOCT 1292-81
FOCT 12930-83
FOCT 1293 13 83

FOCT 4160-74

FOCT 4221-76
FOCT 4233-77
FOCT 4461—77
FOCr 6709-72
FOCT 9147—80
FOCT 14919-83
FOCT 19627-74

FOCT 24231-80
FOCT 25086-87

2
2
2
2
3
3
|
2
1
3
FOCT 4204-77 3
3
3
3
3
3
3
3
1
1
3
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FOCT 25664-83

PepakTop //. E. LllecTakosa
TexHuuecknit pegaktop . A. TepebuHKuHa
Koppektop W. J1. AcayneHko
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