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12 7oEZTHZERHABREDOERHRE

— RV AT VTR —

g !, THIER ', EieRE!
X—J—K U547 T - T a—F, TR THEDR, RLATIVTFERE, IEREERERE

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
EEETHRE T 5D TIERL, —EDOBLYE (criteria) 272 T 0 HERGIX, BHFTREEL TWD. Z0E R F
1£7 747 V7«77 m—F (Criteria Approach) EFEIEAIVTIHY, {LFEWE % FBHNCHIE T 50 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,

LinUZei’s, BEEIORRERIEIZE R SN APERERES, BLEIIERDT20, BB ETHIMNERHD. I
e, B IR SN FEIZ DV 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
PEREARE T D2MERDD. 2O D, EFEGIFIEEERBIEINEHIN TODREBRIEDI S, sl
THESN TN VZEHF N IZOWT, T E=THZEFR (AN) DRV AT VT ERIEO SO MEREL R
TLI-OTHET .

2. MHRUVAE

1) HAHORRE

TREL TOAEEHEEIOHIZIZERZ D E EN TV DB ZNRHLIEND, REOFRIZHT->TIEER 1 ©
LBV DR & AEBHEED TR T3 T 5 JIS BUSITHLE SV T LR IERR R A V. 70k, kofko
AREEZONWTIINZ AN THRELTZ. JtBL CODIEBORLEEIG 2B BIIRK 2 DEBVREZREL, T
F=TMHER(AN) ELTHESDF02 %~10 % e AT o5l L7z, Fo, MELKITENL T E=
THEEFR (AN) ELTEEDE 0.02 %G AT o BRI

2) HEERUBE
(1) FERVIEEHE: #WmEPE{k EFNOO0-KT

U IRSTATBOE N AR OK BE B 2 e 2 —FL R 2 —
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K1 A OF A 5K

fii 92538 K DJFEAM B4
EXin Hir& PRI RES (MR B4
WEET o E=7 L JIS K8960 FFifk =t WiZz
OB IESIL L B K itk ERGUNY. 2204 HiEA
VAR IKRFEAVT L JIS K9007 Fsifk 0 AE— N
0ABEEIKSE VT L JIS K9017 ik D AUl e
g 7Y 7 2 JIS K8962 itk i in B Tl
b= (DAY NN JIS K8121 F¥ik b () 1IN o
Fals Lo B K F JIS K8963 5k FH R — LA EEAS ek
F22 BRIV REOR A E & (HEDHE:%)
R B S FH R & & T RS H e
ERToRE A-N-10 A-N-1 AN-0.2  A-N-0.02
W7 E= A 47.17 4.72 0.944 0.094
VABBIKE TV N K 20.00 10.00 25.000
VAR IKRFEAVT L 10.00 10.00 2.500
0ABRKTE TV 10.00 5.000
WiEE U 2 5.00 10.00 15.000 2.500
R (v Ay NN 10.00 15.000
WiER V> K 17.83 45.28 39.056
7K 94.906
ANEGH & 10.00 1.00 0.200 0.020

3) HENHH

(1) 7K: AFEREERE (HAIVART Milli-Q DIRECTS) 2 FVWCRRIL 7= JIS K 0557 (M E T2 A3 FHY
DOARZEFEHLT-.

(2) 0.1 mol/L~0.2 mol/L /KE{b.F N7 LEEHE . AKI 30mL ZARY =F L URIZED, ImAILRAS JIS K
8576 | ZHIE T H/KEEL TN T L4 35g /b & T DM THEMNL, Bl T4~5 HRREL-%, 20k
AR 5.5~ 11mL Z 3R RIFRZRITED, REEZ S F7/20 /K 1,000mL & h0% 72,

T E JIS K 8005 ([ZHUE T 2R BT FAREME O 7 INFiEE % T o/ —&—H1Z 2 kPa LL TR 48 B
JEE L CHIRLIZTE, 925 gZ 0O RIICED, TOEEE 0.1 mg DI T-ETHIE. L EDOKTEIL,
BETTAT250 mL IZB LA, EHE TKRKEMZTZ. ZOE—E&E = A 7742200 mL 1280, i
L TTBEFET—/AL T —¥ER (0.1 mg/100 mL) {i#4 Mz, 0.1 mol/L~0.2 mol/L /KE&{kF R~ A
TR CIRIR O BRI A ETHEL, IRORUZEST 0.1 mol/L~0.2 mol/L /KEE{LT R AEKIED
Ty —EE L.

0.1 mol/L~0.2 mol/L /KE&(t, TN DR D7 7 72— (f)
= (W XA X0.01/97.095) X (V,/V,) X (1,000/V3) X (1/C)

W: BELZTINREBROE & (g)
A: TIRWEROME (%)



T oE=THERRBIEOMRERAE — RV LT AT ERE— 141

Vi BT INGRERTAIR O 25 & (mL)

Vo TINHRERETR D E 7 & (250 mL)

Vi: EICELZ 0.1 mol/L~0.2 mol/L /KER{L T R AFRIK DZ & (mL)
C: 0.1 mol/L~0.2 mol/L /KE&{t. TR AFEIR D% E #EFE (mol/L)

(3) ALV 2EEHE (1 mol/L) : JIS K 8121 ITHIE T2 VT AT75 ¢ Z7KIZEHLT1,000 mL
L.

(4) HBALT A= LA (1 mol/L) : JISK 8114 ([ZHLUE T AT NI=0 4240 g Z/KIZEENLT
1,000 mL &L7-.

(5) KERALAVD AERR (170 g/L) : KEE(L VT 170 g ZKIZEELTL,000 mL EL7z.

(6) FIVATIVTERERHL: JISK 8872 IZHLET 536 % (E R H) ~38 % (EEDR) FILLT LT
Riel BEICHL, Kl BEZINZT-.

(7) HEWE: JISK 8180 (THLE I DRFR LRI D S ORI,

(8) 7uEFET—/LT I —IRiFE (0.1 g/100 mL) : JISK 8842 (ZHETHTVuEFET—/LT/L—01g %
JISK 8102 ([ZHET DX /—/1(95)20 mL TEML, /K TI00mL LL7=.

(9) AF AL R (0.1 g/100 mL) : JISK 8896 (ZHETHAF/LLvR0.1 g ZIISK 8102 [ZHET
LK )—/1(95)100 mL (ZIELT-.

(10) FE—ATN—¥EHE (1 g/100mL) : FE—1LTN—(FTLE) 1 g ZIISK 8102 I[THETHTH
/=1 (95)20 mLTIEML, /K T100 mLEL7-.

4) RERS RURERA X
T =T MEZE S (AN) OFH K OMIEEFE 3 DL BUIREERER LY ORBR T B2 W, vk, 2E0
=5, REREOT7T——KX 1) R LT,

3 RER OB 1A
% 4D %) Ak ER BR L O TE H BRI DR )5
TUoE=TMEEE (AN)  4.1.2.b FALATIVTERE HALHY Y AEHE (1 molL) FEZREH
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SypTakEl 5 g s “1 37
(T = M) 1 mgFETEET T A2500 mLIZIZA 0 EA.
—7K #3400 mL
| IEDIRA | EEEREDIR O B0~40[EE 4y), 30438
I
SHTERE 5 g = R - N
(18 2 ) 1 mgFTEETTA2500 mLIZIZHVE5.
<ALV KRR (1 mol/L) #9400 mL
| IR0IRE | R RS (30~40[mliiE,/ 45) , 3045
AL T NI =7 LEHE (1 mol/L)
—AF LR 1~2i
—IKBRL AV D LVEHR (170 g/L) (RIRDNRE AT/ HET)
—/K(FEHET)
| 2 | i3t
]
| A | ANELT50 mgt ¥ &ET, =7727200 mL

—KZMZTHIT00 mLET 5.
—AF L LR (0.1 g/100 mL) 1~2{
a2 (1+200) [ipkE]

—RL LT LT R 10 mL
—FF—L7—(1 g/100 mL) 1 ~2§

. 0.1 mol/L~0.2 moVL/KFE&{t.F R’ 7 NEE
(RN B2 HET)

M1 EEth o7 e=r e RERBRETr—v—h

3 MRBLUBE

1) BHOABICAWNVHREB7VE=VLTDERDESHE

REL OB AN HREET =T AOEROE A BXIERHERERE (T =7 HEFR K 3TV 3 R
BT CHIELZAE R AR 4 1 ORUZ, MBIV E H LB E IS T 5E A5 100.4 %EREK O K R E (min.
99.5 %) &7 L CRY, ZTOMIMEMERZEIT 0.1 % L/WED o7z, ZOZEND, REIOFR R CI3ER s H
WCHEL AR R E 1T 72,
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F4 FEOREUCH W= T =y AR OEZ O EME
: . PG Epope
T N A0 s

oE wTrELeY  HEEE
(%)Y (%) (%) ? (%) (%)
MEET =17 A 21.20 21.28 0.01 100.4 0.1

1) W7 e=r L ozEFR (N) HiGHE

2) TrER=THER (AN) O3S TREROEEIE
3) (CF¥IME, #E5H{E) <100

4) HESHE

2) EEFMEFER

BRI AR (32 2) Z VT3 AT T B =T 1 EHR (AN) OB E FEhii LI-kigia 7 5 1ORLZ

AEEHRGRREDIZ W T, ARy & (B A T 5 a0y D i/ N &) %28 FE 33 (A 22 5 ol A\ 235 R AR 22
(BLF, MRREE | 2V )) IR T D2 &2 B ekt (BRI 2 BR<) DA FE Tl A L7335 (LT, T4
EEHE L) IZRBE ST TS, Lo T, TUoE=THER (AN) O FHEEHRBIEO R E B D ZIZ OV T
BHLE. ToE=THER AN ELTEED R 1 %~10 %Ea AT 5REHI DWW THERBRIE THIEL- &
25, BRFHMESHIEEEDOZETE B3R 0.00 %~0.10 % THY, FHFHEIZ T 2EIXERIT, 100.1 %~101.0 %
Tholz. ZOZEND, ZORBRIET, Hi@EEE (B ER G IEEEZETe) 07 =T HEEFR (A-N) OERFERK
S EOFMEGHIC 7R EfESE A L QeI e RS LTz,

728, AOACYIZHITHIREEL ~ U EIT AR O FFAHFA NI &5 3 100 % T 98 %~101 %, E &
SH10 % TI5 %~102 % WEESTHFE 1 % T2 %~105 % THY, ZEDOT-DILT-LZAT =T HEE
# (A-N) OV T NOENLEL Z NSO FFEFIHN Th-o 72

£S5 REHPOTE=TPEZEH (AN) ORABRAAE
AL

GiEb)

SRERRR Y 3B 2z Sl == = DE|L % Y (2 o
ABRA Sy PR XA ) EfE D ZOHEG  EINE EEREE Y
Al) (%)2) BB) (%) 2) C4) (%) 2) D5) (%) EG) (%) F?) (%)2) GS) (%)
A-N A-N-10 10.00 10.10 0.10 1.0 101.0 0.01 0.1
A-N-1 1.00 1.00 0.00 0.1 100.1 0.00 0.4

1) #Etho7 =TSR (AN) O& A & GREHE)
2) BESFE

3) 3EOHMTRER O E

4) C=B—A

5) D= (C,A)x100

6) E=(B/A) X100

7) 3RO TRER OFE MR 7=

8) G=(F,B)x100

3) RETREVEETER

EE TIEMERARE (F 2)ZHWT 7 AHMTTToE=THEHE (AN) ORBRLEFEL, FORELE 6
(R LTz. 728, B8 TIRIT (BEHFEZ) <10 X, 7=, B TIRIZ EERFZ) x2xt (n-1,0.05) & AV CEH
L=,
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AR O TE B VIZ RV T, W ARE (5 TR AR EFSE B OF RERE 22 A E A IR ZBRS. BLTFFELT. ) @
BRI REERGOR/NEIZTE=THER (AN ELTHESF 1.0 %NEFEREAESEROEH T
REFERTOR/NRITT o E=THEZER (AN) ELTHE R 0.1 %L BB 2 M T8 2
IZBWT, FEER A IEEE (FEERE = AIERZBRS. ) OIRFERN D 'O F/IMEIZT o E=TH%EHR (A-N) &L
THEESFE 1.0 %, fHER SR (RERZRAEEHIRS. ) ORFER S BOK/MEIXT o E=THER
(A-N) ELTEEDFR 0.1 %ETNENHRESN TS, IDIZ, T E=TMHEZESE (A-N) OMRFER S BAVE &
533 0.1 %~0.5 % & L TRERS L TV D FEER 25 A IEEIO Z <R IRIREN Ch 5.

A-N-0.2 %DHEE E & T IRMEITE &5 0.03 %, HEERH TIRMEITEE5F 0.01 % THHIEND, £ 3
IZREH LR BRIEL, AERE IR T8 @ ARE, f5 el &Ik (FER = A REZ RS, ) o7 =T
EH (A-N) OEH RO SO/ E EFHEZ A L CWAIEN RS,

F72, AN-0.02 %DHEE E & T BREITE &3 0.02 %, HEERH FIRMHEITE 52 0.009 % THHIEN
sz,

K6 EE T RAERS R O RAR (HEDH: %)
HeEER  HEEMRH

ARy WOk mabEy  EE? EEREE
A-N A-N-0.2 0.2 0.204 0.003 0.03 0.01
A-N-0.02 0.02 0.0228 0.0024 0.02 0.009

1) REFOEEZEN) OEHEGREHMH)
2) 1RO TEER O E

3) IEMERZE<10

4) FEAE(EZE X2 Xt(n-1,0.05)

4) EHBERBAE

IIATIVT T 7T a—F BT DR ME IR M BUR EN ZR S DD, ABRIED 2 S R D726
DI FFRER O E i I ITRE 729 DD, ZOZENE, BEROI RS E & BB Y 0 b % Y 1 5B IE
THEMSNIZARE 1D K ORRAHEEYE O T D70 OHFRERS OE D 28452880, 25
DEGEE R T R OFE 8 IR, 708, FMBREE B HRER CIL, m/N2AMNEE W TS Eo g fi J Qe s
AME (R ZE (NIQR) 2 H SN TS, Hdufii e O NIQR 1ZIEHIA AR 12U Tl f O R 72—
5.

T o= THEER (AN) O R ST EEIEINE B33 10.66 %~11.53 %O T OERELS 7=
O NLELPH X B R 2T B3 0.10 %~0.18 %, TOMRMEHERZEIT 0.9 %~1.6 % TH-7-.
Fo, ToE=THEEF (A-N) OFREREGE O HorRat B3 0.33~0.56 Téh-o7z.

723, AOAC (OMA) P IZB T HIREL ~UIZRITHE M H B O H 2213 E 100 % T2 %, #E 10 % T
3%, IRE1%T4% R OIRE0.1 % T6%THY, ZEDODIRLT2LZAT =T HEEFR (A-N) DERFF
BUHERR{ZEIIINSO B %% FEl-7-.



T oE=THERRBIEOMRERAE — RV LT AT ERE— 145

FT SR R PR R
=By REx PRE NIQR RSDr PRSD  HorRatf&

By RO

FrE =8 AV %)Y BY )Y P%) DY (%) EY
A-N W bR AR 2006 150 11.46 0.10 0.9 2.8 0.33
= L R AR 2010 128 11.53 0.18 1.6 2.8 0.56

1) HrdfE

2) BHEH®R

3) TN AMEE(R A=

4) E[FWFEBMMEERZ C= (B/A) X100

5) Horwitz{& 1IEX) DE S 72 SR B B R 2=
6) HorRatfE E=C/D

#8 NEKEERERE EW E DT D7D DI [FFER R

o W BB VM SDe  RSDe  PRSD - HorRatff
_ﬁit‘\v AN Z %)) *’E — p

Ry PR e EH AVe)Y B Y Yo DY) B
AN EE(ERATE 2010 10 10.66 0.16 1.5 2.8 0.53

1) FRAEE

2) HESH®R

3) =EMIHBEERZE

4) =EFEFBEERE C= (B/A) x100

5) Horwitz{&1E 05 5 H S 7= =8 b i B Y R 72
6) HorRatfi E=C/D

4. F&&H

ToERETHER (AN)IZOWT, AVAT VT EREORE, E&-fH FIREOERFBIEEZHAEL
2L A, ROFE R 5T

(1) 7oE=TMHEHAN) ELTHEENE 1 %~10 %aa TN DWW THIELIZEZA, EaHE Ll
EMEEOEITE R 0.00 % ~0.10 % Tho7=. £72, ZFHEICHTDEILERIL 100.1 %~101.0 % ThH-
7.

(2) BrRatEH AN ELTEESR 02 %) AV TER FIREOHIE FIREHBLIZEZA, BEHR
0.03 %% TN0.01 %lHEZE STz, iz, RIRFEHANELTEESFE 0.02 %) OEE FRE O FRIZZ
FETVE B33 0.02 %2 T8 0.009 %FEFE L HEE Sz,

(3)  ANERKE BE A PREARR [ OB ERREE M E DA T D7 O [FRBR LV =M\ BUE E A& Lz L
A, TUE=THESRE (AN) L, YA UL FEIMEIE 8575 10.66 %~11.53 %O & T2 0> = ] FFHAE
YERZEITE B3 0.10 %~0.18 %, TDOFXMEMER X 0.9 %~1.6 % TH-o7=.

(1) ~ (3) DRGHREIE, MEBFERBRIEI NSV RBER EE R L TOT U E=THEFE (AN) OFE
BHELZHMTHZENTELMEREZAL TWAERLTEY, 774707 -7 7 a—F 2B 55 BRIE DO MERERL
HWOEEHIMEH TEHEB 2N,
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Verification of Performance Characteristics of Testing Method for Ammonia Nitrogen
Content in Fertilizer by Formaldehyde Method

Kimie KATO', Masaki CHIDA' and Erina WATANABE'
' Food and Agricultural Materials Inspection Center, Sapporo Regional Center

We verified performance characteristics of testing methods for ammonia nitrogen (A-N) by formaldehyde
method described in Testing Methods for Fertilizers. The accuracy of testing methods for ammonia nitrogen was
assured from 3 replicate determinations of 2 fertilizer samples containing 1 % ~ 10 % ammonia nitrogen which
were prepared each test. As a result, the mean recoveries ranged from 100.1 % to 101.0 %. 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 0.03 % and 0.02 %, respectively. Reported in Research Report of Fertilizer,
medians, normalize interquartile ranges (NIQR) and relative standard deviations (RSDg) for reproducibility of
ammonia nitrogen obtained by proficiency testings were 10.66 % ~ 11.53 %, 0.10 % ~ 0.18 % and 0.9 % ~ 1.6 %,
respectively. And mean values, standard deviations (SDg) for reproducibility and RSDgr of ammonia nitrogen
obtained by collaborative studies were 10.66 %, 0.16 % and 1.5 %, respectively. These results indicated that these
methods performance characteristics were available in establishing criteria for a formaldehyde method of

ammonia nitrogen.
Key words  criteria approach, ammonia nitrogen, formaldehyde method, Testing Methods for Fertilizers

(Research Report of Fertilizer, 6, 139~147, 2013)



