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1. [ZL®HIC

E B0l A MR o Bh & 23T e, FeSEICIVTEH ISO/IEC 17025:2005 (JIS Q 17025:2005) V DE kK
FHIHA BB | RBREGE O MR OB 2 F A EEHIL TS, ISO/IEC 17025 T, EHEE - BRI
ST BED RSN T IEERETHIEEERL QD — 0, SWE OB WD 00T iE2 B, 2
EEECTHRE T 20 TIdeL, —EDHYE (criteria) 272 T Wik 01E, WA TREEL TWD. OB X T
1£27 747 V7«77 m—F (Criteria Approach) EFFIEAVTIY, {LFWE % & BHNCRIE 350 HrEOFMIZ
WHCELIENT—T I/ ARBRIZBVWTABRIN TV, BMEMGEL TWDa—T v I ASHHEOM
RERLYEICBE T 28R E DT DA ARTA 2N Td F#FH, B, WS, & FIRENSREIN TN,

LU ss, JEEIORERIEICER SNAMERER L, BSEITRRDT20, IS ETILENDD. T
e, B IR SN EIZ OV TUIZ NS OMREZ A L CIERFERBIEY IOERINEL T\ 5. 72721,
AEEH AT (1992 4ERR) ¥ O Re#ikk A HE 2 2RI ICITE & FIRSAHESh T O ez, Znbo
PERBZRA T DM ENRHD. ZOTEMND, FH LITIERERBIE IS L COORBRIEDD D, EE Sy
D~ (MnO) ELTHRES VST aTEME~> B (S-MnO) , <IEME~> 4 (C-MnO) J OVKiAEME~
VB (W-MnO) D7 L — LR - IEO RS HE O M REETRE L0 THE 5.

2. MHRUVAE

1) AR

FRIEL TOBIEEHEEIO FIZIZ~ o T BNE TN TODBZENRHHZLND, REIORRLICH->TITE |
D LI HRD IR NEBHE RO ERAITHIE TS JIS HRICHESILTODRERERRZ V-, 7238, Bk
ORIEITILERE O THFEL, B~ 1 nKFdig, BARKES BERZREBRMD OISR BREY
[ZHEV 212 pm DSV EEBLIZHOZ VW, iEL TWODEEIOBLAEI 255 12E 2-1 LUE 220
EBVRIEEZREL, v (MnO) ELTE &S 0.001 %~6 %5 A T DA FHRL7-.

2) BEERUEE

(1) RN oirEE: AAYYy—1 /LT = SOLAAR M5
(2) AybFL—h: LEHFIEE NP-6

(3) _ETHEEREIREERRVEEHE: ADVANTEC DGX-226
(4) ETEREXEEERVIEEE: WIS/ ERT

U ORSTATEOR NEMOKE T B Sl 2 — e 2 —
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1 BT T B

G ERRE S KT 2 FER B
AR Hir& S PR AT AESEA (BEE) B4
WEET =17 1 JIS K8960 #5ik L e =t fii 2z
PR JIS K8731 H5ifk PR SR PR
VABEKZE T =T A JIS K9016 ik DABET =T DAP
VABE—KFE TN LK) Rk &Y AR K NEpa)
D ABEIKSE — 10T JIS K9017 ik
AU 2 JIS K8121 H:#k e o
[REE~ 1 e nK Y itk PREE~ 77 R
kls~ B —KTnd Kk Wik~ 77 ekt
= JIS K8824 5k
;j‘;;;;;? ;—gg%—*ﬁ JIS K8107 5 RS 1 A EDTA-Na
F22-1 RBRICHWREE~ L B R O~ T B OR & B & (E &5 %)
- B8 AN FH AR E B T IR ek
R oRK MnO-5 MnO-0.1 MnO-0.02
7 =ty N 14 18 18
PR 20 23 23
DABRKZE T E=T A 16
D AFE—IKFE T K 17.27 35.826 35.965
AL 2 24 23 23
[REE~ T onk ) 8.73 0.174 0.035
MnO& A & 5 0.1 0.02
7F2-2 REBRICH W KB~ TR B OB & E S (E &7 %)
e gt B R AMG FH aE & & TR AR
MnO-6 MnO-0.1 MnO-0.02  Mn0-0.001

T L ety N 10 10 10 5

PR 57 10 10

DABEIKSE )T I 10 10 10 3

N (DAY NN 10

Wils~ 7 —KFn 14.73 0.245 0.049 0.0025
Ta—A 55.27 59.755 49.951
éj{ﬁé?%%‘fﬁgjk% 10 10 10 1.9975

7K 90
MnO& A & 6 0.1 0.02 0.001

3) HAEDRR
(1) K: AKKFERIEEE (HARIVART Elix Advantage 5) Z W CRERIL7Z JIS K 0557 ICHET D A3 YD
KEMEHL.
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(2) Hil#: JIS K 8180 IZHE T 2% D ME ORI (Folmis T, AESBHIER) 2 H L.

(3) <X APEVARR (20 mg/mL) : JIS K 8283 I[ZHIE T X AVBE— /KT 20 g Z/KIZEEAL T 1,000 mL &
L7z,

(4) TUHIHIRER: NS K 8132 ICHETAHE(LAR FULARKIY 609 g~152.1 g 28 ——
2,000 mL (230 &0, D BEOKEMNZ 714, HEE 420 mL 24k % ([N TEML, EIZKEMZ T 1,000 mL &
T2.

(5) VU HAEMER Mn 1 mg/mL) : ~ > T REEHERR (Mn: 1,000 mg/L) (FOYEHMIZE T.3£,JCSS) 2 HL
7-.

(6) VU HAEER (Mn 0.1mg/mL) : ¥ AFHERR (Mn 1 mg/mL) 10 mL 242877 A=1100 mL IZ&D),
EIRETREINZD.

(7) WEMRA -~ A AZRER (Mn 1 pg/mL~10 pg/mL) : ~ > H U AZHER (Mn 0.1 mg/mL) @ 2.5 mL~25
mL Z 42877 A7 250 mL ([ZBPERIITED, FEHmBIAIVA R 25 mL 2002, M ETKREMZ 5.

(8) MrEMAERBRIE: THIHAER —E'&ELED, KT 10 fFImRLE.

(9) ZOMORIE: JERFERERIED 121E- T2

4) HREER S RURERAE

WM~ (S-MnO) , <M~ H (C-MnO) K OKIEM~ 2 4 (W-MnO) O3 H K OV EILE 3
DEBVAEEHERBREY D& BRI IEEZ AW, 2B, B2EOD, HFRBIEDO7o——h (¥ 1~3) 2Rl
7=,

| om#kt2g | 1 mgETh—E—b— 500 mLIZIEA0 LD,
—IEE (1+23) #9200 mL

| I | ERERILCRB, K955 R
|

| Fed |
|

| BLIAZ | &, 4&7525250~500 mL
—7K (FEH{ET)

| %8 | 23w
|

[ w8 | £#75%=2100mL
— T INHIANAKI 10 mL
—K (FEHET)

| i | R

X1  JERiROREME~ A R RBRE T — —h
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| SR 1g 1 mgE T4 ETT A3 250 mLIIEN0ES.
—< 2 BRI (20 mg/mL) 150 mL [930 °C]

e TEIR [EIEAHRD IR (30~40[E14xs 7 47)
RO 30+1 °C, 1B
|
| Wt |
—K (B ET)
| St | A3
|
[ osm(—e® | 4&75%2100mL
— I AR 10 mL
—K (B ET)
| e | e

X2  ERHR oL EEME~ R BRE T e — s —

| ob#ksg | 1 mgETARRETTAT 500 mLICIEANED.
—7K #3400 mL

| 1R IRE | EEEREDIR O B0~40[EE 4y), 30435
—K (FEHRET)

| %ith | 23t
|

| w8 | 4&75%=2100mL
—TFUEMHI A9 10 mL
K (T ET)

| 7 | B b E

X3  EBHROKEE~ T RBRETT— —k

#3 RERE S e OB 5 15
PR 5 AR R ERIEOTE B HBHATR DTS 1E
AEME~ 7 (S-MnO) - 4.7.1.a 7L —ARFIE (4.1) HEE: (1+23) TE P
M~ 77 (C-MnO) 4.72.a 7L —AFTHNE 4.1) <X ABEERK (20 mg/mL) [Bl#ER#RES (30 °C)
KEME~LH o (W-MnO)  4.7.3.a 7L —AFRFREE  (4.1) KEEESS

3. BRRUEE

1) HEORBICANZREIUAY n KIMPRUBREIU A — KPR OIU AV OERE

RELOFHRU AW IREE~ T n K I Olg~ > B — KR O~ 7 D& B Rk ER
BRIE (AT~ L, ERME~ o Ao T ORI~ ) 1280 3 SHH T CRIE LS a3 4-1 R UK 4-2
(R, SEEE R E U7 BRER L T 28I G &5 3 99.5 %, 100.7 %X VN 101.9 % THY, D HE%t
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FEAEMR 1T 0.02 %~0.04 % E/NEoT=. ZOZENS, REIO TR CIIFREE AW TRl AR 21T o7~

F4-1 FHEOFRL AW REE~ 2 A o nk T h DR E -~
K O IR~ o 77 ORI E i

b2 i U0 N ZP O

o M) EmmE?  EERE aee)  HERE
(%) (%)Y (%)Y (%) (%)

R~ ok Fnd (S-MnO) 57.23 56.94 0.01 99.5 0.02

R~ onKF14 (C-MnO) 57.23 57.63 0.02 100.7 0.04

1) [REE~HonKfyt o~y (MnO) BEEE (njE . MSDSEC#000.5% FHU 7-)
2) AR OB~ T (MnO) D3 S T BR O - fE
3) CEWE,BHiHE) 100

pigl—N 72
4) HEF

#£4-2 FBLOFTHELZ - Filie~ 2 T — KT OKEME~ o ORIEE
PRERME IR FEHE

ok} i) Y R JameY MR
(%) " (%) " (%) " (%) (%)
Wit~ A — k4 (W-MnO) 40.71 41. 49 0.02 101.9 0.04

1) Wiz~ —KFF o< 7 (MnO) B
2) K~ A (MnO) mﬁ%ﬁ;ﬁﬁow?i@{ﬁ
3) CE¥%)fE,EEEH1E) <100

4) HE=

2) EEFFM@#ER

ELREREA AR (3R 2-1 R UMK 2-2) Z W T 3 s T CrITatE~ > 7 (S-MnO) , it~ 77 (C-MnO)
T OKEEE~ > 7 (W-MnO) OFkBRE F i L 7= e % 5 1SR LTz,

AR RS I, SRR 0 & (B A 35 Ry Dfe /N &) %A P 28 (RG22 3 i A\ 238 (R A
(BLF, MRREE ) VI IR T D2 & o Bkt (BRI 2 BR) OAFE Tl AL 7= 35 (LU T, T4
EHLE L) IZEBE ST TS, IoT, =2 (MnO) D% FHEE A RBRIEOHIEBOZEIC OV THE L
To. v (MnO) ELTEESE 0.1 %~6 % AT HREHI DWW TENZENORBRIE THIELZEZA, 3%
FHELHEMBE D ZITE &3 0 %~0.09 % THY, REHEIZR T HEIEIE, 100.5 %~101.9 % TH-o7-.

ZDTEND, _namﬁﬁff i, @R (FEER A IR A & ) D~ B (MnO) DIRFER S B Ol %15

4R IEMES A L CWD I EN RS-,

f;io AOACVIZRITDIREL ~ BT DEILROFFAFIHILIRE 10 % T 95 %~102 %, 0.1 %T 90 %
~108 %}% 10 0.01 % T 85 %~110 % THY, BEDI=H B LT=LZ A~ 7 (MnO) DUV DRI FEE =
NHDOFFEFFHAN Th -7z
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£S5 RO~ A (MnO) DikBRALE

Mgy B RaHE WEE TORT Bome  miE mEE 0
D7 PR 2=
A" ) B ) ) DY %) B %) Few)”  GY (%)
S-MnO  MnO-5 5 5.03 0.03 0.5 100.5 0.05 1.0
MnO-0.1 0.1 0.10 0.00 1.3 101.3 0.00 0.1
C-MnO  MnO-5 5 5.09 0.09 1.9 101.9 0.01 0.1
MnO-0.1 0.1 0.10 0.00 0.5 100.5 0.00 1.2
W-MnO  MnO-6 6 6.07 0.07 1.2 101.2 0.12 2.0
MnO-0.1 0.1 0.10 0.00 1.1 101.1 0.00 2.8

1) 2B o~ A (MnO) D& A & (FEHE)
2) HEmH

3) 3ROHMTREROFE

4) C=B—A

5) D= (C,/A)x100

6) E=(B/A) X100

7) 3ROHMTRBROEER 2

8) G=(F,/B)x100

3) BHETRREUEE TR

TE & FIRMERAREH(FE 2-1 KOFE 22)#HAWT 7 mfHMTTREME~ A (S-MnO), <~ H
(C-MnO) F OVKIEME~ A (W-MnO) iBra Ehi L 7-i5 a2 K 6 (ORLIZ. 728, E& PRI (EERFZE)
x10)2K, F72, B FIRIET (BEHE(R72) x2xt (n-1,0.05) | A& VTR L.

LA D A TE S 2 E WO T il AR (B A AR, RIRE G IR, FEEE = AE A IREEBRS) O~
7w (MnO) DE A TR & RS O fie/ N Bl QN AEABBUGRHE KA T BLEN 2 12 B W TR ERL A IR R (R 2R =
RRAERLEERLS) D~ 7 (MnO) DIRFECE DI /NEIL 0.1 % XTZNL EOEFBEEHESN TS, 202
EDD, ZORBIEIIAERI I D8 @ Arek (Bl & ikt WOk E A IEE, FEER=RE G IEEZ R,
fEERL G IR (FRERE = IR R O & A 'mOREZ G5 DI+ 07 E EfiFE LA L COD LD RS
nir-.

%6 %Tﬁﬁﬁﬁnu uih%ﬁﬂ)ﬁifa (g%ﬁ\%‘ %)
%EE% HeE kR
TRE  FREY

SERFLSY EH g R 237 ol & & 1 =

S-MnO  Mn0-0.02 0.02 0.0200 0.0006 0.006 0.002
C-MnO  Mn0O-0.02 0.02 0.0200 0.0006 0.006 0.002
W-MnO  MnO-0.02 0.02 0.0199 0.0004 0.004 0.001
W-MnO  MnO-0.001 0.001 EETET

1) REFRO~H (MnO) D& A & GREFHE)
2) THEGHTREBRON LI

3) PEUE(F <10

4) FE#EFZEX2xt(n-1,0.05)
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4) EHBFRAE

IIATVT < T 7 a—FITHT HIEREBLE CTIXE M B BUS B BRSNS DY, BRIE D 2 4 MR DT80
DI FFRER O LGNNI R E AT DD, ZOZEND, BEROIMTRE & BB 05 5% 4 3 5B IE
TEMSNIZRHRE Y K OFRAEEYE OB T D=0 4L RRERYD ORE O 2l A 452880, TNHD
AR E 3R T R O\ 8 IR LT, 7ads, MRS EEAE BEARER T, m S ANEE I CHRA O TP 5Ll K OV S Ak
HEERZE (NIQR) NEH S TWD. il & U8 NIQR [ XIEM ISR\ CEEIE M OFE MR —
5.

M~ 77 (C-MnO) O H1 JLfil ST B AVE 857 3R 0.403 %~0.547 Y%D#iPH TE DOIEELS 72
Oy LR PH ST E W BE R 2 TE &% 0.010 %~0.017 %, T O EHERZIL 2.4 %~3.1 % TH-o7=.
F7z, <EE~ 77 (C-MnO) DFRERREAFH D HorRat fEiZ 0.53~0.71 ThH -7z,

723, AOAC (OMA) Y IZB T HIREL ~ LRI HE MBS E O H 2213 100 % T2 %, #E 10 % T
3%, IREE1 % T4 %R OREE 0.1 %T 6 % THY, ZEDDHILIZEZAEE M~ (C-MgO) D [H]
BEWEERZII OO B 2% TE-7-.

KT AR R BB KR
e stEy  3tEy  TRfE NIQR  RSDk  PRSD  HorRatfi
ﬁi%’&ﬁj\ Eit*’l'@$i£ﬁ fﬁ};"’—‘ %éﬁ Al)(%)Z) B3)(%)z) C4)(%) Ds)(%) E6)
C-MnO @bk AR 2009 110 0.547 0.017 3.1 4.4 0.71
1) HraRfE
2) HEDH
3) m/SAMEUE(RZE
4) = HBERMEERZE C= (B/A) x100
5) Horwitz{&1E R S HE H & 7= = ) - B R 2=
6) HorRatfi E=C/D

K8 NEELRREEW E DI D7D O3[R ER Al

b - ) =ER HERy FHE SR RSDr PRSD  HorRatfi

ARBRA Sy PR OTEEA o

it%ﬁﬁk]? it*”#’ *@r 45'5};"—: %;ﬁ Al) (%) 2) B3) (%) 2) C4)(%) Ds) (%) E())
C-MnO & LRkAEE 2010 9 0.403 0.010 2.4 4.6 0.53

1) FEREE

2) HEnR

3) =MW AFBUEERE

4) =W HEIEEERZE C= (B/A) <100

5) Horwitzf&E 1E R Db H H S 7= = W F B ME (R 22
6) HorRat{fei E=C/D

4. FEO

"EME~ 2 (S-MnO) , <IEME~ 2 B (C-MnO) K OUKIEEM:~ 2 4 (W-MnO) D7 L — L JF - 6%
OEFE, Eg - FIREOEMBBEEZREL-L25, ROEREEET-.
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(1) = A (MnO) ELCTHE &
AR FHE S E S D ZE T By 3.
7-.

(2) v EAHEMnO) ELTEEDE 0.02 %ISHRRL 75082 W CE & T IR M O H T IR 2
L&A, &3 0.004 %~0.006 %M T 0.001 %~0.002 %F&EEHEE ST,

(3)  HIERAE BE A BEERER K OB EIR AR YEM E DT O 7= O I [FIFRER L B B E AT A L2 L
A, At~ 77 (C-MnO) 1%, FF9 il T FEIIMEAVE 8573 0.403 %~0.547 %D C% 0 == [ i HE
YEMRZEITE B 0.010 %~0.017 %, TOMIIEHERZEIL 2.4 %~3.1 % TH-o7-.

(1) ~ (3) DREAEIE, BB |G SN -3 BRIE DS EER Ry E L TO~ B (MnO) D& H &%
P A EN TEAMREZ AL CWDERLTEY, 7947 V7 -7 7a—F OHARTA L D~ 77 (MnO) i
BRI OMERERIYEZ (BT HFRIC, ZROORBREGEIZ T+ BB IR EE LN,

255 0.1 %~6 %o T AREHIOWTENEFNORBRIETHIEL-E2A,
0 %~0.09 % THY, FEHEIZH T AEINERIE, 100.5 %~101.9 % TH-

X
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Verification of Performance Characteristics of Testing Methods for Manganese Content
in Fertilizer by Atomic Absorption Spectrometry

Keiji YAGI', Natuki TOYODOME', Tokiya SUZUKI' and Hideo SOETA'
' Food and Agricultural Materials Inspection Center, Fukuoka Regional Center

We verified performance characteristics of testing methods for acid soluble manganese (S-MnO), citric
acid-soluble manganese (C-MnO) and water-soluble manganese (W-MnO) by atomic absorption
spectrometry described in Testing Methods for Fertilizers. The accuracy of testing methods for the several
form of manganese was assured from 3 replicate determinations of 2 fertilizer samples containing 0.1 % ~
6 % manganese (as MnO) which were prepared each test. As a result, the mean recoveries ranged from
100.5 % ~ 101.9 %. On the basis of 10 replicate measurements of each testing method of a solid sample and
a liquid sample, the limit of quantitative value (LOQ) was estimated at 0.004 % ~ 0.006 % and 0.001 % ~
0.002 %, respectively. Reported in Research Report of Fertilizer, medians, normalized interquartile ranges
(NIQR) and relative standard deviations (RSDg) for reproducibility of C-MnO obtained by proficiency
testings were 0.403 % ~ 0.547 %, 0.010 % ~ 0.017 % and 2.4 % ~ 3.1 %, respectively. These results
indicated that these methods performance characteristics were available in establishing criteria for a

determination method of manganese.
Key words  criteria approach, manganese, atomic absorption spectrometry, Testing Methods for Fertilizers

(Research Report of Fertilizer, 6, 203~212, 2013)



