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1. [XC&HIZ

E B0 75l A MERE M o Bh & 23T e, TS EICI VL TH ISO/IEC 17025:2005 (JIS Q 17025:2005) V DE kK
FHIHZ S B | URBREGE O E MR R OB 2 N EER I TS, ISO/IEC 17025 T, EFE- BRI
ST BED RSN T IEARETHIEEERL QD — T, SWE OB WD o0 iE2 B, 2
EVEECTHRE T 20 TIdeL, —EDHYE (criteria) 272 T /M iE261E, WA TREEL TWD. OB X T
1£7 747 V7«77 a—F (Criteria Approach) EFEIEIVTHY, {LFEWE % FBANCHIE 350 HriEOFHMNIZ
WHCELZIENT—T I/ ARBRIZBVWTABRIN TV, BMEMGEEL TWDa—T v I ASHHEOM
RERLYEICBE T DB TE DT DA ARTA 2N TdE F#FH, B, KSR, & FIRENSREIN TN,

LinU7Zei’is, BEEIORRERIEIZE R SNAVERERNES, BILEIZERDT0, BB ETHNERHD. i
e, B IR SN EIZ W TUIZ NS OMREZ A L CIERFERBIEY IEXRINEL T\ 5. 72721,
AEEH ML (1992 4ERR) ¥ O Re#ikk A HE 2 2RI ICITE & FIRSA S Tz, Znbo
PEREZ A T OMENDHD. ZOZEND, EFGITIEEHERBIEI NS N TOLRBRIEDS D, TKIEHIE
AEEHS 0D 872 a5 S & U CHRE STV D4 B (T-Cu) J OB A HE A L L Cfl fl &2 &R 975
IKEENES (W-Cu) D7 L — LR AR HHiEO RS EOMEREA TR A L 7Z.

2. MHMRUVAE

1) EAHORR

JieiEL CODIEEHE B O HIZIZE N E EN TODIBZNRHLIEND, REORBICH/->TEER | 0L
FUHIRDIRD A IEHRELD ERATTRIE T2 JIS B ITHE S TW DS R A Tz, 7235, Kok
T IR 2 Tz, BREESR (11) TLAKFI OFEZ 100.0 %EREL THE 2 DEBVRELZEAL,
AR (T-Cu) AT FHEL T, #(Cu) & 0.001 %~0.15 % &AaTDIEEZHRL7-. £/, 3 DLBVik#EE
RAL, KEVES (T-Cu) 5T HEL T, 8 (Cu) ZE &35 0.003 %~10 %A 3 2B AL, 51,
PRIEZ K ITTAMEL T (Cu) 2/ & 573 0.0001 %~1%5 A T okl il 7-.

2) KERUHRE

(1) RPN EERE: BxinAT 7 /ay—X 7-2300

(2) ~v7/L4F: ADVANTEC Hi¥t FUW242PA

(3) Ayh7FL—hk: THEELRSERT APS-500

(4) ETonEIERBERIRVE S : ADVANTEC B {HRMAHEREEH>H THMO62FA

VOMSIATEOE NEMOKENE LBt A — A a— ()RR SR
P PSTATEOIE B MK EWN & 2 2kt 2 — it 2 —
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F1 B OFH R L 733
fili 92538 KI5 JFA B4
SR Kk AR OTREA (M) B4
TREET =17 JIS K8960 ik WEAT =7 7S
VAR IKFEAV T L JIS K9007 ik 0 AE— 1) 2
WAk 2 JIS K8121 #5#k AR o
Bl (1) FKFne) JIS K8983 ik NFFBUREE
i i s - K Fnd) JIS K8953 ik AR FEBURAERS
<X AB— KN JIS K8283 ik VEBERS 1R
Tm—= Kk
AY— A Kk
TITF i
722 e (T-Cu) oHrakBR W3 El OB A Bl G (E&5%FE %)
- L GG Ak & IR e
R oRE Cu-0.15  Cu-0.03 Cu-0.001
DAEE_IKRFETIV T L 5.000 5.000 5.000
ffasE (1) FoKFIY) 0.5894 0.1179 0.0039
tra—= 60.000 60.000 60.000
A E— A 25.411 25.882 25.996
TNT 9.000 9.000 9.000
Cuf A& 0.15 0.03 0.001
3 KEEMESR (W-Cu) BRI AW R B OB & #1 S (E &5 %)
It B AT AR E &N RS e
Cu-10  Cu-1-1  Cu-1-2 Cu-0.05 Cu-0.03 Cu-0.002 Cu-0.003 Cu-0.0001
WA T E=7 A 10.000  60.000  5.000  5.000  60.000  5.000 60.000  5.000
AR KFEHITA 5000  20.000  3.000  3.000  20.000  3.000 30.000  3.000
AL AU A 1.721 7.274 19.838 9.975
WilasR (1) FAFY  39.293  3.9293  3.9293  0.1965 0.1179  0.0079 0.0118  0.000393
iz Sn Lok fn 43.986  8.7972  4.3986  0.2199  0.0440  0.0088 0.0132  0.000440
SZABE—K ) 1.000 1.000 1.000 1.000
K 82.672  90.584 90.983 91.000
Cua A& 10 1 1 0.05 0.03 0.002 0.003 0.0001

3) AEDRH

(1) 7K: KHEHI%EE (MERCK ELIX ESSENTIALS) 2 W TR R 72 JIS K 0557 IZHE T2 A3 fH4 DK

PERLT-.

(2) HEfE: JIS K 8180 (ZHLE T Ak,
(3) mHEE: JIS K 8541 |CHIE T AHEREIK.
(4) SAFEHERT (Cu 0.1 mg/mL) : SRAEYER (Cu: 100 mg/L) (Fytplisk T2, JCSS) 24 L 7=.
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(5) MREARFASIERERR : SHEMERR (Cu 0.1 mg/mL) & BERERIIC LD, kARSI 2R &0 14 &
BOWRE (1+5) 22 E A, K THRRU TR HSEEER (Cu 0.5, 1.0, 2.0, 3.0 pg/mL) ZFHHIL7-.

(6) FREMFAZRERE: HEE(1+5) 2 —E &L, KT 10 fFHIHRLE.

(7) ZOMORIE: JERFERERIED 1T1E- T2

4) HERAS RUHREE

$iAE (T-Cu) K OUKIEVESR (W-Cu) Ol K OV E X3 4 OLBIREHEERERE (2012) Y 0% R ER 7 1%
ERWS. ek, B0, FREREO 77— —R (X 1~2) Z/RLTz.

#4 WRERpRS K ORRBRTT 5

B ARy RIS R ER VO TH B ABHRIK DOFHRLTTVE
i 4= & (T-Cu) 4.10.1.a 7L —AJRFUEE (4.1) JRAL. RYER - Y e 4y fif

KEEVESR (W-Cu) 4.10.2.a 7L —AJBETWEE (4.1) KEEEEESS

| ofr#ets00g | b= —%— 200 mL~300 mL
I
AL RSN 12
XA 450 “C+5 “CTHEL
[
Ty | =&
K DR
— K910 mL
— K30 mL
| ik | wrEtmcmy,
|
| Nk | WEmETHL, ok
[
| Wik | =E
—Hap# (1+5) 25 mL~50 mL
| gk | BEERILCE, VAR
]
| BLIAL: | 4&7523 100 mL~200 mL, &
—K(EMET)
| 2 | A0t
]
| 7 | BRI E

1 #EERERETn——h
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| ofrskis.00g | AfT7523 500 LISV ED,
<K %7 400 mL

| IR R | IR IR (30~40[mliiE,/ 43) , 3045
]

| Ky |
K (R ET)

| 2 | A3t
]

[ sm(&® | 4£#&75%=2100mL

— s (145)25 mL
—K (FE#ET)

| I | sy
X2  KEMHEGEREBRETo——k

3 MRRUBE

1) HEORABICHWN-HRESRE (L) AKX OREOEFE

B O TR AW ERER (11) FAKFA h D8 & A B B ER 1 OKEEMES) 1280 3 S0HT TRIE
Lo a3 5 IORUTC, SEHE LR M U7 Bl 3281513, &% 100.2 %ERAIEOEE (min.
99.5 %) 7= L CEY, TOMIMEERZEL 0.1 %l/NSholz. 202D, FEIOFRRCIIERMEE AW
THLARR R &1T o7z

#5 FELOFRRU AW RRERSR (1) TR 5 O8I ORI E A
BERfEIC %t

g sl pE? . e

Kl P AT REEE T e
(%)" (%)" (%)" (%) 04)

RS (1) FARI) OKVATE)  25.45 25.50 0.04 100.2 0.1

1) s (1) Tk F O (Cu) B fE
2) 3RPHTREBROEE
3) (CF¥E,#amfE) <100

4) EiRyE

2) EEFTlEER

BLREEREAMG FHEREL (R 2, 3) 2T 3 ST CHIA R (T-Cu) & OVKIEMESR (W-Cu) OFtBR % FE ML 7= B
36 1R,

AEEHRE 12BN T, EEARR O & A B (Rl E IR R ISR T 5 2 EATH R AEREE X E 7\ AR
DEPEZEZEIZFBE ST TNV, 2 E (T-Cu) ITHOWTIE, B 1 0255487203003 I 40 FEAT
DI ARV R RDEEY STHNTRY, FREICHT27FRRAY, BRI MERREEY 2BV T,
FRED £30 % LEDLNTND. Lo T, 4 (T-Cu) OEILE L ORRFHESHEEEDOZEDEIA IO
THEHL. Cu-0.15 }2 O Cu-0.03 DEILERIL 99.6 %~100.4 % THY, Cu-0.15 } O Cu-0.03 D% FHEEHIE
HEDEDEIEL, BESFR-0.4 %~04 % Thol=. ZOZEND, ZNHORERIEL, 15IRIEEE 3720
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B D 42 8 (T-Cu) DRRMED M Z 15D+ 372 EMESE AL CODIE DB S LTz,

F7-, BHOKES BRI T, 2RISR o 6 85513 505 B 2 AR LA o 5@ AR EHZ -
TUE, RAEZEIZR R T DIENEHE DT O TS, #il (Cu) IZOWTIE, 2RI BUREM LU TRIRIEE T
AL W20, RIS (R ) ICOWTHEZITV, KIS (W-Cu) ORI K O FHE s
HEMBEDZDEIGIZOWTEI L. MR EHCHSH Cu-10, Cu-1-1 &Y Cu-0.03 DEIULERIL 99.4 %~
102.6 % THY, Cu-10, Cu-1-1 XV Cu-0.03 DX FHELHIEMEE DO ZDOEIA I, B &5 %-0.6 %~2.6 % Th->
7=, R CHS Cu-1-2, Cu-0.05 KT} Cu-0.002 DAL RIE 98.8 %~101.4 % THY, Cu-1-2, Cu-0.05 X
O Cu-0.002 DFXGFHELHEELDZEDEIGIT, BRI F-12 %~1.4 % Th-ole. ZOTEND, ZNHORER
VL, AKVEMESR (W-Cu) OFRMEO M Z DI+ 072 EESZ A L QDI EDN RSN

728, AOACYIZHITHIREEL ~IUZF1T DRI ER O FF A #PH I B3 10 % T 95 %~102 %, B 8&/HHE
1% T 92 %~105 % & OVE 573 0.001 % T 85 %~110 % THY, BB DT kL 7= L2 A4 & (T-Cu) &
OKEEMESR (W-Cu) DUWFT LD EN RS 2D DO FF A FiFH N Th -7z

26 SO (Cu) DFBR AL

HBRFS BB M W @;fgt 0B EIE R %?E;%%
Al) (%)2) BB) (%) 2) C4) (%)3) D5) (%) E6) (%) F7) (%)2) G8) (%)

T-Cu Cu-0.15 0.15 0.151 0.001 0.4 100.4 0.00 1.1
Cu-0.03 0.03 0.030 0.000 -0.4 99.6 0.00 3.2

W- Cu Cu-10 10 10.07 0.07 0.7 100.7 0.04 0.4
Cu-1-1 1 0.994 -0.006 -0.6 99.4 0.01 1.0
Cu-1-2 1 0.988 -0.012 -1.2 98.8 0.00 0.4
Cu-0.05 0.05 0.0497 -0.0003 -0.7 99.3 0.00 0.2
Cu-0.03 0.03 0.0308 0.0008 2.6 102.6 0.00 2.7
Cu-0.002 0.002 0.00203 0.00003 1.4 101.4 0.00 1.2

1) U O (Cu) 2 -t (e i)

2) B

3) 3EPHTRERO T

4) C=B—A

5) D=(C,/A)x100
6) E=(B,A) X100
7) 3RO THREROIEE(R 2=
8) G=(F,B)x100

3) BHETRRUVEETIR

& T IRfERE AR (3R 2, 3) ZHWT 7 AOMT CTHl 28 (T-Cu) K UVKEENES (W-Cu) OFERAZ FhE L 72
AT TIORLE, op, TR TR (ERERZE) <10 X, £z, B TRIZ EAERZ) x2xt (n-1,0.05) &
AWTHEHLEZ.

AOACVITBITHIRFEL ~UTR T DEIROFF A #FAITE #4575 0.001 % T80 %~115 % THY, ZHED
T8O L L T2 & Z A 42 & (T-Cu) Cu-0.001 D[RRI TFFAFLFHA N Th-72. Cu-0.001 OHEE E & FIREITE
577 0.0004 %, HEEMH TRRIEIZE 557 0.0001 % THLHEFHE TE2.

AOACYIZBIF HIRFEL ~ T EIT BB SO FF AR ITE & 575 0.001 % T 80 %~115 % OVH &7
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0.0001 % T 75 %~120 % CTHY, BEF D7= Il UT- L Z AKEEMESN (W-Cu) OEyIRFENCHZ Cu-0.003 DlE]
INRITFFRGHEHNTH 7203, IRREITHSD Cu-0.0001 OEICRIIFAHMEAZEI LR TH-T-.
Cu-0.003 OHEFE E & FIRMEITE F57 3 0.001 %, #EEMH T IRIEITE &5 0.0005 % THY, Cu-0.0001 D
HEE BB T RRIEIIE &5 3R 0.0003 %, #EE R H T IRIEIZE =573 0.0001 % THHEFHTE5.

£7 R FIRRERAROME
KBRSy BB maaiE?  EwEY  EeR? R

HeEER  HERH

TRREY TR
(%)2) (%)2) (%) (%) 2) (%) 2) (%) 2)

T- Cu cu-()'()017) 0.001 0.00103 103.3 0.00004 0.0004 0.0001

W- Cu cu-(),()037) 0.003 0.00300 100.1 0.00012 0.001 0.0005

W- Cu cu.()'()0018> 0.0001 0.000142 141.9 0.000029 0.0003 0.0001

1) B O (Cu) O& A5 FaE)

2) HRHE

3) TEGHTREROTEYE

4)  CEH9ME,/ BFRE) <100

5) HEHE(FEX10

6) IEUE(FEx2xt (n-1,0.05)

7) ket

8) ik

4) EHBHRBEE

IIATIVT T 7 a—F BT DR ME CIXE M BURE EDN ZORES DA, BRIED 2 S g D728
DI FFREROD E NI TR E 729 DD, ZOZEND, #4455 BRIE TEmSN - LR ORIHEEYE
DOAERHTF DT DILRIFER O ORGE VAT 52LEL, ZNHOMAELF 8 ITRLTZ.

B2 5 (T-Cu) DI 583 mg/kg TE D= M FFBIEHERZET 22 mg/kg, €O IEERZIL 3.8 %T
bolz. Fiz, #il4E (T-Cu) DFRERAE D HorRat fEIX 0.61 Th-o7-.

723, AOAC (OMA) P IZBIF HIREL ~UCRITHE MBS E O H 2213 100 % T2 %, #E 10 % T
3%, 1% T4 %R ORE 0.1 %T6 % ThHY, ZEDI=H HELT-LZAH 45 (T-Cu) O = [ H BUE E(R
7% (RSDp) IXZ 60 B 2% FEl>7-.

#8 NUELERREAEUEY E OMENT 1 D72 3D D I [F]FAER plAE

SEE i SDk RSDx PRSDx
e , HER B HorRatf#
RER RO ;ﬁ §§ A B o D" o
- (mgkg) (mgke) (%)  (mgke)
T-Cu  {BIEFEEEAEEL 2012 11 583 22 3.8 6.1 0.61

1) FRREE

2) =M FHEERZE

3) ZEM B EERZ C= (B/A) x100

4) Horwitzf& ERX DR SN - B HHE R 2=
5) HorRatfi E=C/D
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4. FEO

42 B (T-Cu) K& OVKIETESR (W-Cu) D7 L — AFFROE S BEVE O B, E & - B TR & OV [ P B
ErEHELI-EZA, IROFEREST-.

(1) 8 (Cu) LT 0.03 %~0.15 % & A T HREHI OV TOHI 4B (T-Cu) DORIERS Bl1E, FIILERD 99.6 %
~100.4 % THY, RKFHELHEMEDZEDEIGIT, BEDH-0.4%~0.4 % Th-oT-.

(2) 4 (Cu) LT 0.03 %~10 %aA T HIRREHZ W TOKRIEMESR (W-Cu) OHIERE T3, B
99.4 %~102.6 % THY, FKFHMELHEMBEDZEDEIGIL, BEESTFHE-0.6 %~2.6 % Th-o7z. E/z, #il(Cu) &
LT 0.002 %~1 % & A T DHRFBHI DUV TOKREEMS (W-Cu) ORI ERF1E, RS 98.8 %~101.4 %
THY, FEHELHEMBEDOZDOEIA L, BEIF-12%~1.4 % ThoT-.

(3) #AE (T-Cu) (2 DWW THI (Cu) £LT 0.001 % & AT 252 AW TER FIRAX O TIRZMEEL
T2eZA, ZTNEIVE B33 0.0004 %, 0.0001 Y%FifE L HEE STz,

(4)  KEEPESR (W-Cu) [Z 2Tl (Cu) £L T 0.003 % & A 9 2 ikatkEl a2 AW CE & TR K O H FIR%
B LI=LZA, ZAVEIVEEST3 0.001 %, 0.0005 %fe S HEFE Sz, E72, 8 (Cu) LT 0.0001 %A
DR Z O CTEE T RE OB FTIREERLIZEZA, TNEHE RS 0.0003 %, 0.0001 %FEEE
HeES .

(5) BEEIRREFE e OB T D70 O RIRBR L B H R L2 HE L2225, Si2E (T-Cu) 13T
YIEDS 583 mg/kg TE DM FHBUEER 213 22 mg/kg, ZOHMMEERZIL 3.8 % ThH 7.

(1) ~ (5) DAL, AEEFERBE IS 7o RBRED R E 2R 5 &L CTOH (Cu) D& H A FHE 5
ZENTELMEREZ AL CWAERLTEY, 79TV 7 - T 7 a—FDOHARTA2 O (Cu) RBRIEDOMEREI 1E
ZAERLT DR, ZRHORBRRGR X0 IC BB IR EE LN,

X
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3) BEMOKEEEZ 2T 27— (FAMIC) : IEEMEERTE <http://www.famic.go.jp/ffis/fert/sub9.htmI>

4) JEMOKPER B EBRETEARTTIERT LB Mk (1992 4RRR) , B ANEHERE F2, HAT(1992)

5) BMOKPER SR EEHREHESR — ERB —HE =S ORUEICE ST, OB IGRHE RN —HE =
TGS BRI OIRFERRICZ DB A B il T o EE R D 2 ED O, R 1241 A 27 B, B
IKEER ETRE 96 5, FfKeIEm 13 4E 3 H 15 B, BMOKER EH/RE 337 5 (2001)

6) JRMOKER & MR HERAT R +— &0 B —HR OF “HOBUEIZE ST L O B
DIRFEFE~OFEHI BT 2FHZED DM, BIF1594E3 H 16 A, BMKER ERE 700 5, HA&LSIEF
B 16 41 A 15 B, BAMOKEERERE 74 5 (2004)

7) NERHRRE BRI 25 AE 5 1 B, IEEEE 127 W, SROAESIETARR 23 4F 8 A 30 H, AR 105 %5 (2011)

8) EMOKER SR RRIEE O B FRIEYE, R 124 8 H 31 B, BMOKES S/R-H 1163 5, it
EERL 1742 A 28 H, BMOKER S RE 364 5 (2005)

9) AOAC Guidelines for Single Laboratory Validation of Chemical Methods for Dietary Supplements and
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Botanicals, AOAC INTERNATIONAL (2002)

10) ISO Guide 35 (2006): “Reference materials—General and statistical principles for certification” (JIS Q
0035 : 2008, [MFEHEME —FERED T3 D— R K OFaHFRI72)5 Al

11) @fEEE T, BRI, JUORER, HHRERRS, (LPEIERE, BKOTHT), BIHMmTR, SEHBON 2010 £
NERFRAERR EVVE DBR%E, IEBHITIEE, 4, 107~120 (2011)
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Verification of Performance Characteristics of Testing Methods for Copper in Fertilizer
by Atomic Absorption Spectrometry

Shin ABE' and Yoshiyuki SUNAGA®

' Food and Agricultural Materials Inspection Center, Sendai Regional Center
? Food and Agricultural Materials Inspection Center, Sendai Regional Center

(Now) Fertilizer and Feed Inspection Department

We verified performance characteristics of testing methods for total copper (T-Cu) and water-soluble copper
(W-Cu) by atomic absorption spectrometry described in Testing Methods for Fertilizers. The accuracy of testing
methods for the several form of copper was assured from 3 replicate determinations of 8 fertilizer samples
containing 0.002% ~ 10% copper which were prepared each test. As a result, the mean recoveries ranged from
98.8 % ~ 102.6 %. On the basis of 7 replicate measurements of each testing method of a solid sample and a liquid
sample, the limit of quantitative value (LOQ) was estimated at 0.0004 % ~ 0.001 % and 0.0003%, respectively.
Reported in Research Report of Fertilizer, mean values , relative standard deviations (SDg) for reproducibility and
relative standard deviations (RSDg) of T-Cu obtained by collaborative studies were 583 mg/kg, 22 mg/kg and
3.8 %, respectively. These results indicated that these methods performance characteristics were available in

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

(Research Report of Fertilizer, 6, 165 ~173, 2013)



