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Determination of Trace Elements in Certified Iron and Steel Standard Materials by Instrumental Neutron Activation Analysis

Yukiko OxkaDA and Shoji HIRAT

Synopsis

: Trace elements in certified iron and steel reference standard materials of NIST, SRM 1763 and SRM 1765 were determined by an instrumental

neutron activation analysis (INAA). Three aliquot samples of each certified standard reference material (ca. 85-210 mg) were irradiated for

6h at thermal power of 100kW (thermal neutron flux of 4.3X10¥nm™%s™") and at thermal power 3.5MW (thermal neutron flux of

5.3%10'"nem™?s7!) in JRR-4 (Japan Atomic energy Agency). The irradiated samples were measured by y-ray spectrometry using a coaxial
Ge detector. The concentration of 11 elements (Al, Ti, V, Cr, Mn, Co, Ni, Cu, As, Mo, Sb) in the SRM1763 and 9 elements in the SRM 1765
were determined by INAA. The determined values were in good or nearly good agreement with the certified values and reference value.
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Table 1. Irradiation and counting conditions and analyzed elements.

Irradiation facility,

Thermal neutron flux Irradiation  Cooling time  Counting anlyzed elements
(n+m%-sec')
JRR-4
Pn at 100kW 1min 5min—20min 2-Tmin Na Mg Al Ci
( 09%x10"°) CaTi V Mn
Culn I Dy
S-pipe at 100kW 6hr 5d 1hr Sb Mo
( 1.1%10" ) 17d 2hr—24hr Cr Co Ni 2Zn
As Mo Sb
T-pipe at 3.5MW 1hr 12d 20min Sb Mo
( 53x10" ) 24d-25d 1hr-1.3hr Cr Co Ni Zn
As Mo Sb
Table 2. Nuclear data used for analysis.
Natural 3
elements Target abundance Nuclgar Actlv?ted Half-life Y —energy
nuclide (%) reaction Nuclide
Na BNa 100 n, r  Na 15.0hr 13685
Mg Bpmg 11.17 n, v Mg  95min 8438, 10144
Al Y 100 n, v 2 2.3min 17789
cl ¥c) 24 47 n.,r o] 37min 21676, 1642.7
Ca “Ca 0.18 n., v *ca 88min 3084.4
Ti 0T 534 n., v Sty 5.8min 320
v Sy 99.76 n., v 2y 3.76min 14342
Cr gy 431 n.r Sor 21.8d 320.1
Mn Mn 100 n., v *Mn 2.58hr 846.6, 1811.2
Co ¥Co 100 n, v %o 526yr 1173.2, 13325
Ni BNi 67.76 n,op *Co 71.3d 810.6
Cu Cu 69.09 n.,r %ou 12.8hr 1345.8
Zn 4Zn 4899 n, v %z 245d 1115.4
As As 100 n., v As 26.5h 559.1, 657.0
Mo Mo 23.78 n, v Mo 2.8d 140.5, 739.7
In 51 95.72 n, v "mn  54min 4170 10972, 12933
Sb 2gp 57.25 n., r ‘% 2.8d 563.9
124gp 42.75 n. r s 60d 602.7, 1691.0
I 2 100 n.r 1281 25min 4429
Dy 184py 28.18 n_, y  '"py 1 26min 108.2
Fe 54Fe 5.84 n, 7 55Fe 2.6y
n,p  *Mn 313d 834.8
n, a Yo 27.8d 320.1
ke 91.68 n, r ke stable
n,op *Mn 258h  846.6, 1811.2 21126
S 2.17 n, v S8Fe stable
BEg 0.31 n, v e 45.0d 1099.3, 1291.6

PR HREIZ0.9X10°nm 2s™!) T1HRTT - 72, VESHHE,
IO R TF L VREF LWL DL, 5~2057
WHIL 72%% , S Ge B B3 & 4096 F v 1 LI & 73 Hi s
BT, 2~70 B0 yigHlE 247 5 72,
RIFRERSHIL, JRR-4D S84 7 (B J1100kW, #r
P HEE 1.1X10°nm 2s™!) TeRMB LU T/ 7
(FAL I3 5MW, B EFREE S3X107am ™2 s ) TI
BERIT - 72, BRETHR, 100kW CTHEST L 22ad Bt & 1~5 H
HHIL72t%, _EHAVZFLUVBEHRLVBDELHL,
[E A Ge B 14320 © 20 mm B U 7= BEAE (2 30K 2 &
4096 F v 1 LD oA der & FH O TR 28 8 10 B A
SEHDOMMIZER L TIRBEO yHllE 2T 572, 256
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R R AR ITHRRHN L T, Ge i gAr 6
20mm e L 2= PEEE IR A B &, PR 10B L Lo
BREIZHH U TRBOIEEIZ L D 2~24 B0 y#HEIE %
T-72,

35MW THIS U 7230 Tk, R ARHHIL 728, Gekr
WdE 2 6 30~50mm i L 7= BRI 4B &, —MHODy
BHITE % 20 3 RI4T - 72, & SIS [A—ik & BE4 #% 24~25
HREITHIL 721, Ge®ids 2 5 20~30mmBfE L - BRI
A AEE, TREO yBE A 72,
EETAONEBLC2 M) v o ATEROBIZRART
B4—0y MK, ZOEER, RSO, &
B B O ERGRE, 2 O KOBI D290y
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PWHE L 72y 82X P LOfbn, T ERYCHE
IZBA%E L 72 GAMAOSY M 2 X b LEMi 71 275 4 10%
WCyE— 2 T3 X - L yfg—-sHEMERL L, &
B9 % IBGER & aialbt o p g ¥ — 2 mEO A 6 i
IFREE R (ug) %KD, IR (g) h 5 IRIE (ug/g) & M
Lz Bl, MnbB kU CrOEREOEMLIE, 2.3 TRT
BT IC K BB IO W EDORIE A 1T > CHE L
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2.3 EEPHFICLIPBEZRICOMHIE

IR M A O B RS iC B T
i, BT S 50BN FTE LD m, p RIS DR
B8 % ORI & W E R & U COCRDEE & 1T
S, L L, FEAFNIZEEEP e FET 50
T, p)BLUMm o) KIBEHLI B, 2D, AR
TR TEOWHDITES & ERIZH O B G ERRE & [ —F&%
MBNERL, ZhPEEOWEHFL LD, WERIEOHE L
HIES 2 DE» D 2. AFEROFHGAE TiE M LU Cr
DERMIZIZEMO 7 M) v 2 A TH B Fetr & DIEIL
IBOFESEFIEL TS E S B,

Table 312 Cr B X UMnDOERIG, $~ 1) v 7 254
BT B ERIE & AR ARSI ONZ JRR-4 B4 F1 100 kW I2
B3 ERIBOTESE (ug/ #lg) ZRT., WERIES
DHFEHHRIT, Fe 1glitR L TEBHILEN A2 FFHEL T

Table 3. Interfering reaction by fast neutron reaction.

Element  Analyzed reaction Interfering reaction  Production rate
Cr cn, 1)¥Cr *Fe(n, a)’Cr 16( i g)/Felg)
Mn  55Mn(n, 7)56Mn  Fe(n, p)*Mn  2.2(ug)/Felg)

PR R T L IR IS & 2 RRRES SR EM B P O IR TR O

WBEIIIEZNTL BE(T, KRITHEOTUIEHEHILE
DI|HER L LT LTS, Fellld e, *Fe, "Fe s LU
Fe O 4 FEFAD RN A MBTFIET 5. **Fe (n, o) RIS THERT
35Cri%, CrOERICHWBESICr EBICHIETH D, I
RibE x5, UL, *Fe (n, p) IS THERKT % *Mn i,
SMnDERICHWA M LRI CEETH D, FERIBE
b, TDR®D, Fehr b D55 % Fe O IEFEHEK 4
AR Al — S THAS - WET 22 & TCris KU MnDF
LREFNTSZENTE, Table3IZZDORKRERT. £
D7, IhoDILRDOHMIEENThOFGHEE L &
IZHIE L TEA L 7=,

3. WRBLVEE

3.1 MR

NIST D SRM1763 35 L U SRM1765H D 19TE K 2 E R L
7AER A& Table 41279, RICIEERMEL LUK S h ik
Mol URIEER FIRMEEZRL 2, E8 FIRMEESZ L
FTHEHY VY — DNy 275y FEHEBUEDFEHIR
E3IFICL-EAr LB L -, EREIZANERE 4 3TEM
2L L BB L2 5 EH X =i Ty
THD, REITZOL XOMUERE (BEME) Thd,
NIST T/R E N TV B FEHE S K OB EEE R,
SRM1763 CE R & 720K T AL, Ti, V, Cr, Mn, Co, Nj,
Cu, As, Mo, SbD 11 TLRTH - 72, FMDHHTTCuDIER
filflid 7924220 L FREN K E <, RREED 4308 k&R
KolfREko, THRIXINAAIZ L S CuD oM idfh
DOAMITEL L S RRENEL , X5 10wa FIREISE
VMETSH - 727205t Tl r 722 itk b eE
Ab6N5, SODERIEIINIST COSHH & T 5 L34
ZEHEEEDTCLLPRODMEE L 52, TOMOTHRIT

Table 4. Concentration of elements in certified iron and steel standard reference materials of NIST SRM1763 and SRM1765.

(ne/e
SRM1763 SRM1765
This work Certified This work Certified
Na <160 <22
Mg <8300 <650 <1
Al 443 + 32 430 80.5 + 12 60%
[¢] <270 <30
Ca <1300 <190
Ti 3420 + 570 3100 <110 55
\ 2970 + 20 3000 412 + 06 40
Cr 4590 + 270 5000 476 + 4 510
Mn 15400 + 400 15800 1360 + 20 1440
Co 905 += 10 950 129 + 03 12
Ni 5070 + 230 5100 1550 + 15 1540
Cu 792 + 220 430 <41 13
Zn <100 <60
As 529 + 20 550 1.3 + 08 10
Mo 4660 + 230 5000 46.7 + 5
In <0.77 <0.082
Sb 88.7 + 12 110% 9.62 +* 10 10
i <50 <59
Dy <40 <0.37
< :Lower limit of determination,  *Reference value n=3
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Table 5. Lower limit of determination in certified iron and
steel standard reference materials of NIST
SRM1763 and SRM1765.

(pg/e)
SRM1763 SRM1765
100kW 3.5MwW 100kW 3.5MwW
irradiation _irradiation irradiation irradiation

Na 200 20
Mg 8000 700
Al 40 5
Cl 300 30
Ca 1000 200
Ti 2000 100

v 3 4
Cr 10 20 10 2
Mn 50 6
Co 1 1 0.5 0.1
Ni 400 400 200 300
Cu 400 200
Zn 100 40
As 1 0.7
Mo 20 5

In 08 0.08
Sb 0.3 10 0.2 0.2

[ 50 6
Dy 4 04

AUREAE & BRI T XV BA TR L 7,

SRM1765 13 SRM1763 & O REMITTR DD 2 il b T o
D, BRI NILEITAL V, Cr, Mn, Co, Ni, As, Mo, Sb® 9
TLETHH72, AIDEEMIZ805ppm TH 1, B E{
60ppm & E EDREHPH A ZER L TEHODOMETH - 7=,
Z DD IR ITEHRHE & BREH AN T O AR L /2,
3.2 TETRMEDLER

Table 512 Z N Z DB D 100 kW 1 R K UF3.5MW 6
WIS C B 1) 2R FIRIE 2N, —MRIZINAAICE T
HRTLROER MRIEIL, ¥R eTEyHME—-2rDNy s
I PGP EHEEINADTERT BV ) v 2
MR ORSREIC R E S B I E, KEO K 5 128806
DFE, T h Vw2 AidFek k%770, BFe (n, p) RIBIC
& % ¥Fe & ¥*Fe (n, p)IBIZ K B *Mn A v + Y » & Zk5HE
L5, PFe & *MnDFHIHIZZ N FH45sHEZIBHTSH

%, XGAEHSHC K5 P RO RE 2 HE T 5 & F

HAGTIRRE A 728D | PFe & “*Mn DIRTHEAS 31T & 4k X
NENT, GH LTS3 AMPILHRE L 5 ERT 2 DK
STBE, FRIHEFWHEE N S OREEENNNy s T v N
XT3 &k b, FERMHBEE THHT 5 Na, Mg, Al
Cl, Ca, Ti, V, Mn, Cu, In, I & & U’ Dy D& FIRME % k4
% & SRM1763 & 1) SRM1765 D J5 A —HH KV @V IZ & -
72o 2 Z X1 SRM1763 A SRM1765 & O AT EN L
WZEEBKL, Ny r5vy FE RS, EETRER
F B0 TH 5, HEFRLL_0FRE O BiE %
& U7z RIFREHE S O B A 13 5 Fe & %*Mn D S RE 23T 5r
WZERENBDT, &8 LTS RHM» & E KT 5 i
BEDT M) v I ATLELSDRHNELLE T ED T,
Cr, Co, Ni, Zn, As, Mo 5 & U Sb D E R FIRIEIZ MK TK
BREDLTNIERbhroT,
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REFHIRGHE S /34 T T 100kW 6 I & T34 TEL
I35 MW LIRERE O R TIT - 7=, Buopdh 7o & #ust
FHETFHOMAERT I FITLLTS/A TLT/84 %
WT2&72hZhas5L38Th 5, EEIZBPMTRIG
THJKT 5 PFe (1099.3 keV) & #st h M+ K IGCEK T 5
*Mn (834.8keV)D yHRYE — v A L B & S/4 TH
15, T THRITEXIFEEEDLEWZ &b oz, 2
DT &2, HEERMOBEDTHAIENDOEE I LWL
Fibohi,

Cr, Co, Nits KO SbD & & TR & s/ 14 7#Hh
100kW 6 1R & T 7S 4 T34 11 3.5 MW 1 B RE BB CRuBR L
el ZAh, MLEI BEER L, 3.5MW I HERIBESHZ
100kW 6 IREIEST KL O, Burp e TR 10158 mah
b od, EE FRMEXIKIERSOMERL-Z
v by 7 ZAREEES R R RO BRE L [ U & 5 12
BML7-0eEL16h5, X512, 3.5MW I ERESHT
7Ny s ADERBARA 225, PR B IR
BRSNS BERD D, IFaRLEED °As, “Mo, '2Sb A
KU TERTIMAT & EF 20, #8PTER -7,

8 R TRRIEAME DL IndD 0.08 ug/g, 2 FIZSHD
0.2 ug/g, Dy? 0.4 ug/g, CoD05ug/gd K UWAsD 0.7 ug/g
O s PR A S, Blug/egD e E TIRIMOITERITAL V,
Mn, MoB XTI TH » 7. B 10ug/gdD i FTREDICHE
¥ Na, Cl, CrB KV ZnTdh - 72, B 100 ug/g D58 TRl
YLt FEiT Mg, Ca, Ti, NidB KU CuTH - 7=,

K& &5 Ve T BOH 3 AP (INAA) 12 K D), National Institute
of Standards and Technology (NIST) 23 E$ U 7- A SiFEGT fZ e
B TdH 5 SRM 1763 & SRM 1765 D 190K D E &
T 72, SRM1763 TiZ Al, Ti, V, Cr, Mn, Co, Ni, Cu, As, Mo,
SbD LI JLHE N ERE T X 72, SRM1765 TiZ Al V, Cr, Mn,
Co, Ni, As, Mo, SbD ITLHENER T X /2, SRM1763D Cu
DEBEHANISTOE D 2 RAMEE K E L Rk - 2GR e
772, SRM1763 D Sb D 7E £l 5 & U SRM1765D Al D
ERIEIINISTOED 5 BE{l & REFHH A BEL TE—
BUh otz AHEDAE, 13, AR RE,» X &
ERB =2 b REINFPIERENP X THD |, 95%D
KEEZFFOLMWEINBETHS, LrLENS, BE|
BS%BICAL LNWATE, L 2> HBTHS720, 51
@ SRM1763 D Sb & SRM1765 D Al D 7 A 1Z NIST A A%
LTWERREMERLZEERLEEFELONS, ZOMh
DILHRILERARE & BREFHN T L —F &R L 72,

E R FRRIE T 0.01~0.1 ug/g D L L D 3 4 43 a] §E 75
JLE L In, 0.1~1ug/gd L X)L L Sb, Dy, Coks X ' As T
HoTze Bugegl NLOGHBEELITTRIT AL V, Mn,
Mok KTUTT, E10ug/gl NILIENa, Cl, CrB &V Zn T
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