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1. [XC&HIZ

EFRA 72 S YEFE o Bh & 25T e b, FREIZHVTH ISO/IEC 17025:2005 (JIS Q 17025:2005) Y DB SR
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
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W5,
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F1 BO TR A DR

Y ERATE S SIS RAY N AR
A PR BAk APRSOFREA MR B4
WifE T =17 A JIS K8960 %Fiflk Wife T E=7 hii 22
0 AR FE 10T I K Fn) ik Y AR AR A1
DAL KTV L JIS K9007 itk Y Al — N
DABRIKSE VT I JIS K9017 %k AR _INEL
Tl U 7 L JIS K8962 %riflk Tt e o B2 i S
HALY D L JIS K8121 ik HAEANE

Rl LS I K

JIS K8963 ik

o

LRk —EfetErt o=

#£2 AERICHW-HEOR S EIE (E&EHDFE: %)
s L S FH Bk & & T RS A aEE

AT oS A-N-10 A-N-1 A-N-0.2  A-N-0.02
WEET o E=7 A 47.17 4.72 0.944 0.094
OABEIKFESIL L N KT 20.00 10.00 25.000
0 AR ZIKRFETV T 10.00 10.00 2.500
0 ABEEIKSE — 1D I 10.00 5.000
Y DAIN 5.00 10.00 15.000 2.500
¥ (DAY NN 10.00 15.000
Rl LS ™ WK F) 17.83 45.28 39.056
K 94.906
ANEG A& 10.00 1.00 0.200 0.020

3) AEDRH

(1) 7K: KE8EEE (HARIVART Milli-Q DIRECTS) 2 VW CTHEIL 7= JIS K 0557 ([ZHE T2 A3 FHY
DARZEFEHLT-.

(2) 0.1 mol/L~0.2 mol/L /KE&{tF N7 AEEIK: 7KK 30 mL 2RV =F L URIZED, MmEAILZR235 JIS K
8576 \ZHIE T H/KEE LT NT LK) 35 g 0BT OMATHENL, BHfeLT4~5 HEKEL-%, £0
A 5.5 mL~11 mL Z R RIFERRICED, REEZ S £720 7K 1,000 mL Z002.7-.

FE7E JIS K 8005 ([CHE TR BN AIEEWE O T N % T 37— —H1Z 2 kPa LL T TR 48 B
JEE L CHIRLIZTE, $92.5 g2 0O RIICED, TOEEE 0.1 mg D 7-ETHIE. L EDOKTEIL,
BETTAT250 mL IZB LA, EHE CTKEMZTZ. ZOR—E&EE = A 7722200 mL 1280, iR
FLLTTBEFE—/L 7 /—#K (0.1 mg/100 mL) #iiE 2N %, 0.1~0.2 mol/L /KE&{k.F-h 7 LK T
IR DO FEEIT/IRDETHREL, IROFUTE>T 0.1 mol/L~0.2 mol/L KE(LF KT DR D 7 77 4
—EHE L.

0.1 mol/L~0.2 mol/L /KE&(t.F N T LR D7 77 42— (f)
= (W XA X0.01/97.095) X (V,/V,) X (1,000/V3) X (1/C)

W: BELZTINRBROE & (g)
A: TIRFREEROMEE (% (E &)
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Vi BT INERERAIR O 2% & (mL)

Vo TR IR O E % & (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 B FE (mol/L)

(3) 0.25 mol/L fifif&: A& 14 mL Z2H 50 U8 7K 100 mL &2 A 7-E—h—IZMZ CRIOERYE, KT
1,000 mL :L7=.

T E :0.25 mol/L Wit — E &% =77 A2 200 mL (Z&0, AT LUy R —AF Lo 7 ) —IRA TR E 2N
Z, 0.1 mol/L~0.2 mol/L 7KEE{t:F M LK CHIR D ENIRREIZ 2D E T EL, IROAUZL-T
0.25 mol/L fiifi% 1 mL (ZFH2495 0.1 mol/L~0.2 mol/L /KE&{L N7 MFRRO R EEZFEH L.

0.25 mol/L Hif& 1 mL (ZF82% 3% 0.1 mol/L~0.2 mol/L /KEE{t,F R AIEIK D7 £ (B)
:V4/V5

Vi TEICEL 0.1 mol/L~0.2 mol/L /KEE{LT R AEATR DS & (mL)
Vs: BEEIZHLTZ 0.25 mol/L iR DA & (mL)

(4) AFNLyRERR (0.1 /100 mL) : JIS K 8896 [ZHLE T HAF /L LR 0.1 g% JISK 8102 IZHLETH=—
% )—/1(95)100 mL (ZIEDLT-.

(5) AFL U7 —EH (0.1 g/100 mL) : JISK 8897 ICHETHAFL L7 /L—0.1 g & JISK 8102 I[ZHLE
T 5T /—/1(95) 100 mL [ZIELT-.

(6) AFNLYR—AF LT N—BEWIR: AT/ REEE (0.1 ¢/100 mL)2 BEISHL, AFL T IL
—¥&R (0.1 /100 mL) 1| FEZMZT-.

(7) ZOfoORIE: JEEHEREREY [T

4) HBERSRUOHRAE
ToESTHEESR (AN) ORI K OIE 133K 3 OLBVIERFERBRIEY ORBR T IEEZ AWz, el 350D
720, MBREO7u——h (X 1) 2R LT,

323 PBRE oy K OVRER 715
By NEL 2 BR VA O TH B
TR T HEZE I (AN) 4.1.2.a ZRKEQ1E
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| oiratkl05g | 1 mgECERETTAT300 mLICIEAMED.

—7K #J50 mL
KRBT N AR (200 g/L)

2. S 7523 NI —H— 200 mL~300 mL
KR AR E 0.25 moVLiGfe—E &, AF N R —AF LT —RE
&l
I
| KkER&EE | B 5 mL/min~7 mL/min
| KB | S 120 mL~160 mL

IR (Z AR DOTIR LR LT R B O 53y 2 Vi)

0.1 mol/L~0.2 moVL/KER{t. T R 7 AR (T U DR A€o,
(272D ET)
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3 MRBLVUBE

1) BEHORRICAVERE7OEZVLTOEREHE

ARELOFEN N iilE T =T AR DOEROGAH 'L IEEERERE (T =T HER K 3 2RI
F0 3 SOMTCHIELRE R 4 IORUZ, EHEIVE M LB E I T 285 & - &5 100.2 %&
AIEDFIRAE (min. 99.5 %) ZWi72L TV, ZOMIMEERZET 0.5 % L/hShoTc. ZOTENG, FEHOH
G REEZ W TR SR 21T 7.

F4 RELOFBUZ AW BREE T =T AR OZEZE ORI E
BEGH AL TR FE

O THEY RS

e s g wHFpELY  HEEE
(%)Y (%)Y (%) (%) (%)
o Aty N 21.20 21.25 0.11 100.2 0.5

1) Filig7T T A2 (N) B E
2) TUE=THEZESE(AN) O3S TREBROELE
3) CEBflE, FRERE) X100

4) HELSR

2) EEFFMME#ER

B ETAT P B (2 2) #FHVV T3 BT T =T % H (A-N) ORBRE EE L= a3 5 1R L.

AEEHURREDIZ RV T, RAER Y & (B A 5 A0y D i/ N &) %28 FE 33 (A 22 5 Tl A\ 235 Ak 22
(BLF, MRREE | 2V )) IR T D2 &2 B ekt (BRI 2 BR) OAFE Tl A L7335 (LT, T4
EEHE L) IZRB DI TS, Lo T, Ty E=THZER (AN) O FHES Y% BIE ORI E B OIS
WCHEHL. 7o =T HER(AN) ELTHEEDFE 1 %~10 %E A T5REHI OV T %Rk TllE
L7cbZh, REHELHEMEDZITE &S5 F 002 %~0.08 % THY, HKFHEIZX T 5 EIIHE I
100.8 %~102.5 % CTh-oiz. ZOIEMD, ZOREBIEL, H@iEe (FEER A IEEE &) 07 v B=7 %%
(A-N) DIRGER 7 B ORI 215212+ 3 7R IEMES A L QU2 E D RSN T,
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728, AOACY IZBITDIREEL ~ LI BT BRI RO FF A FPHITE B2 100 % T 98 %~101 %, E&5
10 % TI95%~102 %L OVE B L1 % T2 %~105%THY, BED-DHIRLI-LZAT o E=TEESH
(A-N) DWW NOEIRL Z NSO FEFFIN TH-T-.

#5 REP o7 =T EEFR (AN) ORBRAUE

MEa WP REME MR T, L0 EoRa EE s i
AI) (%)2) BS) (%) 2) C4) (%) 2) D5) (%) E6) (%) F?) (%)2) GS) (%)
A-N A-N-10 10.00 10.08 0.08 0.8 100.8 0.03 0.3
A-N-1 1.00 1.02 0.02 2.5 102.5 0.02 1.6

1) #ptho7 =7 %R (AN) O& A & (R EHE)
2) HESH

3) 3RPHTREROTHIE

4) C=B—A

5) D=(C/A)x100

6) E=(B/A) X100

7) 3R PHTRBROLR e (R 22

8) G=(F/B)x100

3) BETREUVEE TR

EBTIRMERARE(FE 2) 2T 7 ST TT =T HEHE (AN) ORBRAFERL, TORKEEFH 6
(RLTE. 7eds, EE T IRIET EEERZE) <1032, £, B TS GEERZE) x2xt (n-1,0.05) | A& HWT
BHLEY.

TSRO A E IS OBV E AR (5 TR AR & OF R = AE A IEEE RS, LLTHEL. ) 0F
AT REERDGORNREIZT =T HEFR (A-N) ELTEESE 1.0 %, FEFEZEAESIEROEHT
REEMYORNEITT E=THEFR (AN) ELTEES R 0.1 %, EEHBRERBITHRAN Y 28R\ CE
ERLE AR (FEERE =B AERL. ) DIRFER D EOR/NEITT U E=THER (A-N) ELT 1.0 %&, f57E
B & HEEE (FRER 2= RN RS, ) ORGER S EO /N EIXT o E=THEFR (A-N) ELTEESHE 0.1 %
LENENHESNTND. EBIZ, TUE=THEFR (A-N) DIRFER D ENE &R 0.1 %~0.5 %EL TH
GRS QWD FFER 2 FAE A IEEIO Z < BRIRIEENCH 2.

A-N-0.2 %DOHEE E & TIRMEITE &S 0.10 %, HEEMRE TIRMEITE &5 0.04 % THHZEND, £ 3
IZREH L7 BRBREN, AERE IR T8 @ARE, f5E R &Ik (FRER = AR Z RS, ) o7 e =T 1
EF (AN) OEHEOFMASEHIC 272 ERmE#PHEZ AL TODI LD MRS,

F72, A-N-0.02 % DOHEEE & TIRMITEESFE 0.1 %, HERHE TRMEIZTEESFE 004 %T
hol=ZEnn, £ 7T OERBVREHRIES 5 g LLCT7 mOIMTCREBRZERLI-LZA, #ETE & FREITE &
533 0.006 %, HEE R H T IRIEIE 855 0.002 % ThH-o7-.

ZOZEND, F3ITFEHURBREL, FEHREUERE 5 g L9520, FEREAESIEE R OYE ERL A
MEEH(FEEZ=RICRS. ) D7 E=TEROZHBEDOFHMZEII R ER#HHZ AL TWDHIEN
RSz,
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6 E& IRMEERERORE (EEDHE %)
s . e HEETE HEMRH
BRSOk ZEHEY  EwE? EEEE
A-N A-N-0.2" 0.2 0.202 0.010 0.1 0.04
A-N A-N-0.02° 0.02 0.0256 0.0096 0.1 0.04

1) REthoEHFHN) OG5 A= GREHHE)
2) TROHMTRERO L

3) EYER 10

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

5) BrikEEr

6) TRIKFEL

7 TEETIRHERRBROME GUEHEEE : 5g) (E&55%:%)
s . e HEETE HERH
SRE AT v S Sruz fel) A i 2 8 ) S
KBRSy Bk SN} S FEYE(R 2= FIREY  FIREY
A-N A.N-()_025) 0.02 0.0205 0.0006 0.006 0.002

1) REHFOEEZEN) OEHEGRHMH)
2) TROHMTRERO LI

3) IEMERZZ<10

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

5) WRFEL

4) EHBHRBEE

IIATIT T 7T a—F BT DR ME CIXE M BURE EDNZORES DA, BRIED 2 S R D728
DILFEFRBR D EMEIITRER T D005, ZOZEDD, BEROIN NG HRER? 09 5% Y § 5B %
TEIMBSN AR L OGHEEYE OEFT O OIFERERD ORHES 2@ A 352880, Zhb
DR AEE R 8 R OE 9 lIRLTZ. 708, SMBREE B BB CIL, m/NAMNEE W TS Eo F o (il J Qe s
AMEHE(RZE (NIQR) 2AE H SN TV, Hdufii e O NIQR (ZIE ISR IZ W Tl e OME R 72—
5.

T =T HES (AN) OB ST EDVE 53 3R 5.56 %~13.49 %D #iH TE DIEELS 25y
NP T B R 2T B3 0.07 %~0.18 %, TOMAMEREFZET 1.2 %~1.8 % Th-olz. %
7z, 7o E=TMEFE (A-N) ORBREFE O HorRat fEiX 0.43~0.61 Th-o7-.

728, AOAC (OMA) P IZBIT DR L~V A E R BB E O B 2213 E 100 % T2 %, B 10 %T
3%, IRE1% T4% R OIRE0.1 % T6%THY, ZEDDHILT-LZAT =T HER (A-N) D= H
PSR NS0 B 2% Flal-7-.
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FK8 S R P RUBR K
=HEx B PRME NIQR RSDr PRSD  HorRatfE

By RO

EE =K AY%? BY %)Y P @®%) DY (%) EY

AN HEEADLARIEE 2007 143 6.20 0.09 1.4 3.0 0.47
ERELEIEEL 2008 147 12.56 0.16 1.2 2.7 0.45

Wi (LARIRE 2009 144 5.56 0.07 1.3 3.1 0.43
ERELEEEE 2011 138 13.49 0.18 1.3 2.7 0.49

1) JrfE

2) HBEhE

3) B ANRMERE(RZ=

4) =ERIHFBMEERZE C= (B/A)*x100

5) Horwitz{& 1E 26 8 H S 7= 2 ) i B e (R 2=
6) HorRatfE E=C/D

9 NEREERERE EW E O D720 DI [FIFER iR

o . - . SER EER SEYE SDr RSDr PRSD HorRat{#

RER 4 Sl ¥

Dihn' 77 Dit*/}’@*iﬁﬁ ﬁz};ﬂ—; ,—-—.i‘i A1) (%) 2) BB) (%) 2) C4) (%) D5) (%) EG)
A-N i L L AR 2010 11 8.38 0.15 1.8 2.9 0.61

1) FEREME

2) HESE

3) =EMHBEE R

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

5) Horwitz{& 1IE R D H S 47 2 H P B e 2=
6) HorRatfi E=C/D

4. FEo

ToE=THER (AN) ORBIEORRE, F&- i TIREAOEMEBEEZRELZEZA, ROKERE
&7,

(1) 7oEa=THERAN) ELTEESR 1 %~10 %afT5REHI W CHERBRIETHIELZED
2, BRFHEEHIEEEDOZETE B3R 0.02 %~0.08 % THY, XFHE I3 2EILET 100.8 %~102.5 % T
BTz,

(2) BrREEHAN ELTHEEDE 02 %) 2 AV TER FIREX O TIREZ5HTEE 0.5 ¢ THEELZE
ZAH, BESE0.1 %KL TN0.04 YRS, o, KRB AN L TEESE 0.02 %) OERE FRED
B TRRIE, o HrakEl 5 g THE RS 0.006 % & T 0.002 %l HELES LTz,

(3)  AhERS B BRAER M ORISR REAE YEM E OB T D720 O 3L [FIRER LV E M B B EE AR AL 72 &
A, TUE=THESE (AN) L, TR UL FEIEINE 8535 5.56 %~13.49 %O &I T2 0= ] FFHiAE
ERZEITE =S 0.07 %~0.18 %, ZOFHEEFRZEIL 1.2 %~1.8 % Th-o7-.

(1) ~ (3) DAAEIE, Mk ERBRIE NSV RBIEN EE RS L TOT U E=THEHE (AN) DE
HEZFMTHIENTELMREZ AL CWDERLTEY, 774707 -7 7 a—F BT 5D MEH
EOERHIEH CE5EB 2615,
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Verification of Performance Characteristics of Testing Method for Ammonia Nitrogen
Content in Fertilizer by Distillation 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 distillation 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 100.8 % to 102.5 %. 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 0.1 % and 0.006 %, 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 5.56 % ~ 13.49 %, 0.07 % ~ 0.18 % and 1.2 % ~ 1.8 %, respectively. And
mean values, standard deviations (SDg) for reproducibility and RSDgr of ammonia nitrogen obtained by
collaborative studies were 8.38 %, 0.15 % and 1.8 %, respectively. These results indicated that these methods
performance characteristics were available in establishing criteria for a determination method of ammonia

nitrogen.

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

(Research Report of Fertilizer, 6, 130~138, 2013)



