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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) EFEIEILTHY, {LFEWE % FBANCHIE T 50 HriEOFHmIZ
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
PEREATRA T DM EDRHD. ZOZenDh, FEF LI FEREE I INEHIN TODRBIEDY D, FRmel
THESN TN YZEHE (N)IZONT, EEMEZESE (N-N) O =/ — LR IEO RS S OMEREEZ AL
DTHETS.

2. MHMRUVAE

1) AHORR

TRIEL TOAEEHEBIOHIZIZZERZ P E EN TV DBZNRHLIEND, REOFRIZHI->TIEER 1 ©
LBV HRDIRY A& REEHEEFD R TRTIET2 JIS HAITHUE S CODREER kA W, 72235, Bofko
REZONTIINVEHN T LIz, WAL CODIEEIORAFIGE2SZE IR 2 OLBVRELREL,
MAMEZEFE (N-N) ELTEESFE 02 %~3 %a A T 0B Rz, 7o, BRIEREKITEN L ChElsMEEFR
(N-N) LU TE RS 0.02 %o A5k 2Rl 7-.

2) KERUHRE

(1) [E#EIEVREHE: #hmE L EFN00-KT
(2) IR EERIERT UV-1800
(3) Kig: P~hEE BM-41

U ORSTATEOR NIRRT e Z — L 2 —
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#1 R ORI 353K

fifi 9~ 5l 38 KRS DM B4
G223 Hiks PR SATAESEA (K 1A
FEEE T R JIS K8562 ik TEls — 4 FElgY —&
0 AR FE T LT B K itk HIR Y AR AR HI A
0 AR KBTI I JIS K9007 #5#k VAR — IR
0AEEIKSE — )T I JIS K9017 itk DA N
WiliE 71U 7 2 JIS K8962 #Fifk fic g hn B fhn
wALAY D L JIS K8121 ik HEALnE HEm
Wils A1V W K JIS K8963 itk HE RS — AR ERL A
F2 RBICHWZREI OB A B A (E &5 %)
e 5 e LR A AR JE B T IR AERS U
N-N-3 N-N-1 N-N-0.2  N-N-0.02
e[ WA 18.20 6.07 1.214 0.121
AR FE T LT B K 20.00 30.00 30.000
DA ZIKRFETIT T I 20.00 5.00 10.000 2.500
DABRIKTE TV A 10.00 5.00 20.000
Rl 7 2 10.00 5.00 20.000 2.500
WAL AV 2 5.00
Tl o A NN & 1) 21.80 43.93 18.786
K 94.879
N-N& A & 3.00 1.00 0.200 0.020

3) HEDRAH

(1) ZK: KFEREEE (HARIUART Milli-Q DIRECTS) Z W THERIL 72 JIS K 0557 ICHE T2 A3 Y D
KEFERLT.

(2) FHMEAEAEYEIR (N-N 5 mg/mL) : AEEEA ) 2 (FEEE 99.9 % (B &5 5) LA ) & 110 °CC 1 Kefd] 2L B
BN, T —H— TG LIZ, 36.09 g ZUNEOEILICE STz, D EDKTEENL, 287722 1000
mL [ZB LA, I ETKREMZT-.

(3) FHFAYEAEYERZ (N-N 0.1 mg/mL) : AHFAHEAEYERZ (N-N 5 mg/mL) D—E &% /K CARL, fEiEEmE%E
% (N-N 0.1 mg/mL) Z 8L 7-.

(4) FHEAHRARYENR (N-N 0.05 mg/mL) : FHERHEAEYERR (N-N 5 mg/mL) O—E &4 /K THRL, fHEREE
Yk (N-N 0.05 mg/mL) ZFHHLL7-.

(5) Wilesi — MiFEERTANL . JIS K 8983 |ZHLE T Dt (I1) FLAKFI) 5 g 27K 900 mL IZ¥EN L, JIS K
8965 |\ZHLE T DHRIRIR 4 g ZINZ CTRMLI=14, 1,000 mL EL7-.

(6) 7x/—/\fiilg: JISK 8798 ICHETH7=/—/L 15 g% IS K 8951 (ZHE T HHifE 100 mL (Z/NiE
LTEDL, s,

(7) ZOMMOFREL: JERMERBRIED 1ZHE -7
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4) BB RUHERAE
FHERMEZE 3 (N-N) Ol J OYAIE 133 3 D L3 ARBHE B OB T 2 V. 7eds, BEDTD,
ApiEO7r——hMX 1) 2R

K3 WERpD K ORBR T I
ABR ALY ek ERBRIEDOIEE ABHER O 515
FHEEPEZESR (N-N)  4.1.3.c 7=/ —/VhilkiE  (4.1) BiBRER- it BR SA iR Bl IR &5
KAV 20 L J O EENE R~ 7 A U LRIERR ED

| W& 1g | 1 mgETARRETTAT250 mLICiEAVED.
— MR- i ISR IR £9200 mL
| IR0 | EEERY R (30~40E1E, 4)) 204>

—KEEL LA K g
—HEEMREE~ T XA L g

| IR0 | EEERY R (30~40E1EE,4)) 104>
7K (E#HET)

| Sl | ~wesE
]

| oEm—ER | Ezxn
]

| RR | soCcokm
—7x /)—)UHifE2 mL

| Fii | TR A R LB RS 05, K104
«—7Kk20 mL

| ik |
]

| BLIAL: | 287522100 mL
—TrE=TA(1+2)
7K (E#HET)

| FiiE | #3045
|

| i | ekEER (410 nm)

X1 kb ol = AR BRIE T n— —h

3 HMRRUBE

1) HHOFRICAVWHBEINIVLDERERE

RELOFTHRU AW BT N Y AR OEROGH B2 IEEHERERE (IR E R R 3B 1230 3 miff
ITTHIELIZRE B2 4 \ORUZ. EE I E B U B EIC T OB AT B4 R 103.4 %o R
fil (min. 99 %) Zi7- LTIV, TOMIMERERZL 0.2 % /S0 -o7z. 728, EOFRLCIIHE R EZ AV
TRARRFHEAT 72,
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24 BOROBIMI I TR AR OWE R
- A B pog
mai PR e oo

k) oEg?  HEREE
(%) (%) ® (%) (%) (%)
I NIAEN 16.48 17.04 0.04 103.4 0.2

1) mllEF R L% (N) B E
2) REEEMEZE SR (N-N) O3 S HTRER O ) fE
3) (CE¥ME i {E) X100

4) HESF

2) EEFF@#ER

BRI AR (3R 2) T 3 AT ChEmaMEZE SR (N-N) OFBR A F2hE L 7ol 23R 5 ITRLTE.

AEEHGRREDIZ R W T, ARy & (B A T 5 a0y D i/ N &) %28 FE 33 (A 22 5 ol A\ 235 fR AR 22
(BAF, MRFEEE ) VD) ICREH T 52 &2 Wil Ak (B IR AR R 2 BRS) DA FE T ALT- 35 (LUT, 47
EHFF LV IZEBE ST TS, Lo T, HEMEE R (N-N) O FHE S Y% BRIEO R EM D ZEIZ OV TH
HU7-. R (N-N) ELTHEEDE | %~3 %a A THREHI W TS ZRBRIE TRIEL LA, %
FHELHIEMEDZITE &7 0.01 %~0.03 % THY, X FHEIZ T DEINEIE 100.9 %~101.1 % THh-o7-.

ZDTEND, Jﬁc%ﬁ{ﬁ I3, S EAEEE (R E R A AEREE 5 Te) OREFRTEZE 38 (N-N) OFRFER 53 & O 7l A 15

WD 7R IEMES B L T2 SRR S LT

t,cio AOACPIZRITHIREL ~ BT DEILR O FFAFIHILE & 575 100 % T 98 %~101 %, B &Sy
F10%T95%~102 % WVEESTHFE 1 % T 92 %~105 % THY, BEDT- HEL L 7= AIEPEZEFE (N-N)
DOWFTNOENES Z NSO FFRFFAN ThH-o7-.

55 BUBHR ORNEEIEZE S (N-N) OB A

RERRS Bk watE R ﬁf‘“gﬂ%ﬁk EoElE R YR @Ei%%
AI) (%)2) BS) (%) 2) C4) (%) 2) D5) (%) E6) (%) F?) (%)2) G8) (%)
N-N N-N-3 3.00 3.03 0.03 1.1 101.1 0.03 0.8
N-N-1 1.00 1.01 0.01 0.9 100.9 0.01 1.2

1) Bt oOmEEEZESE (NN) OF F & (X FHE)
2) EESHE

3) 3AOHTRERO T

4) C=B—A

5) D=(C,/A)*x100

6) E= (B, A) X100

7) 3EOHTRBR OFE (R

8) G=(F,B)x100

3) BRETREREVEE TR
B TIRMERARE (B 2) VT 7 ST CrEfRMEZE S (N-N) OB 2 Eii L, T ORGEEE 6 IRl
7-. focio, E PRI GEERZE) <1015, F7-, B TRIX EHERFZ) x2xt(n-1,0.05) | XEHWTEHL
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7=9.

T AR O TE B VN BT, W AR R (5 TR AR EEE K OF RERE 22 A E A IR ABRS. BLFRELT. ) D
R T REEMS OR/ NEILEEEIEE R (N-N) ELTEREDE 1.0 %L, FERSAESEROE/F &
TR O NEITREIEMEZESE (N-N) ELTEEDE 0.1 %L, IERHEREHERI TRV IR0, ERE
AER (GRBER 2= A RERFZ R ) DIRGER 7y B O Fo MEITAHEAMEZE R (N-N) LLTE RS E 1.0 %&, HHER
B AR (FRERE = FAREHI RS, ) OIRFER S B O Fo MEITREEEME = (N-N) ELTE RS 0.1 %eZiL?
NRESN TS, SHIZ, HRMEZEFE (N-N) OMRIER T BEPVE B 0.1 %~0.5 %EL TRESNTVDOFK
FER 25 8 A RO Z < DNRIRIRENCH 5.

N-N-0.2 %DHEE E & T RREITE &5 0.01 %, #EERH T IRMEITE &5 0.005 % THHZ LMD, £ 3
IR L7 BRIE L, AERKICB T8 mIREL, 1 ERA IR (FEERE = AR 2R, ) O EE R
(N-N) O &R EBEOFMEFHI 5372 E BH#HHEZ AL TODI LRI,

F77, N-N-0.02 %D HEE E & T BRIEITE 5% 0.002 %, #EERH FIRMITE R/ 0.001 % THHIEM
5, #3ITFEHE LR BRI, FERZERESIEE R O ER A e (R = AN RS, ) Ol EEtE %=
F# (N-N) OGH BOFH A DI 372 E BFHA A L WD MRS,

6 E B T IRAES IR ORE (HEDH: %)
b . e et e ERE  HEERT
RERpky BB mEMEY  EmEY  ERYEREE
N-N N-N-0.2% 0.2 0.197 0.001 0.01 0.005
N-N-0.02% 0.02 0.0205 0.0002 0.002 0.001

1) REHFozESRN) OEA & GREHE)
2) TROHMTEREBRONLE

3) EERAX10

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

5) BrikEer

6) IREE

4) EHBHRAE

IIATIT T 7 a—F BT DM E CILE MBS E N EORS DD, RBRIED 2 S PR D720
DI FFRER O Ef 1T R E 72T DD, ZOZENG, BERO MRS EE B2 09 bk 4+ 5Bk
TEMSNT-SAE D Z@HT22LEL, TNOLOMKAEE R 7RI, 728, SNIEEE RS Cl, n/ Ak
2 RO CEAS O o g il & OREHE LS 7= MU A7 i (NIQR) 23 &AL TD. Hr g & OF NIQR (X 1E
BBV CREAE R O R ZEIC— 8T 5.

Rt 2 3R (N-N) O RAEAVE 8553 3.62 %D HiFH T DR S AMEERZITE &7 0.11 %, €O
SHEERZEL 3.2 % Th-oTz. F7z, HFEMEZESR (N-N) OFRBRAE O HorRat fEIZ 0.96 THh-o7-.

723, AOAC (OMA) P IZB T HIREL ~ VR HE MBS E O H 2213 100 % T2 %, #E 10 % T
3%, JEE 1% T 4 %K ORE 0.1 %T 6 % CThHY, BEDTZHIELLT-LZAEIEMEZE FE (N-N) O 2 ] iR BLE
HERZILINGO B L% FEl-7-.



FHRATEZE RABRIEOIERERA — 7 =/ — VhilRTE — 153

KT HMNIRE B BB R
b s , HER B TR NIQR RSDr PRSD  HorRatf#
PR RO R EH AV WY BT WY P DY) EY
N-N WesE (LR} 2009 123 3.62 0.11 3.2 3.30 0.96
1) HRfE
2) HEHR
3) TR AME (R ZE
4) =E[FFHBAMEERZ C= (B/A) x100
5) Horwitzf& 1E 20 5 5 H & 7= 58 ) B B v 22
6) HorRatfi E=C/D

4. FEO

FEEEMEEE SR (N-N) O7 =/ — )VIREREO B, & &M TIRE OEMBBFELFHEL /25, KOG
REBT.

(1) HRRMEZEFE (N-N) ELTEHED R %~3 %a A T 5BHI DWW TYRZERBRIE TRIEL /225, i%F
ELREMEE DZAITE &5 0.01 %~0.03 % THY, BREFHMEITT T 2ENERIE 100.9 %~101.1 % ThH-o7-.

(2) BHRBEFIN-N ELTEEDR 02 %) 2HVWTER FIRE OB TRZMERLIZEZA, BEYH
0.01 %K T 0.005 %EHEESIL. Eo, KRB (N-N ELTEESFE 0.02 %) OFE & FRE OB T RIE
TNEIVEETE 0.002 %K% TN 0.001 Y%F2fE L HEE ST,

(3) AMHsEE A FRBR L BB EARE LS, FREDNVE B3R 3.62 % T O E M HHE 1
RAITE RS 0.11 %, TOMHMEERZIL 3.2 % ThH-o7.

(1) ~ (3) DAL, IEEHERBRIE NSV RBREN EE R L COMBRMEZESR (N-N) 05 A &=
T AZEN TEAMREZ AL CWDERLTEY, 7747 V7 -7 7 a—F Il T 2R BRIEDO e EDE
BHIE A TEHEE 2 5.
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Verification of Performance Characteristics of Testing Method for Nitrate Nitrogen Content
in Fertilizer by Phenol Sulfuric Acid 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 nitrate nitrogen (N-N) by phenol sulfuric acid
method described in Testing Methods for Fertilizers. The accuracy of testing methods for nitrate nitrogen was
assured from 3 replicate determinations of 2 fertilizer samples containing 1 % ~ 3 % nitrate nitrogen which were
prepared each test. As a result, the mean recoveries ranged from 100.9 % to 101.1 %. 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 0.01 % and 0.002 %, respectively. Reported in Research Report of Fertilizer, median, normalize
interquartile range (NIQR) and relative standard deviation (RSDg) for reproducibility of nitrate nitrogen obtained
by proficiency testings were 3.62 %, 0.11 % and 3.2 %, respectively. These results indicated that these methods
performance characteristics were available in establishing criteria for a phenol sulfuric acid method of nitrate

nitrogen.
Key words  criteria approach, nitrate nitrogen, phenol sulfuric acid method, Testing Methods for Fertilizers

(Research Report of Fertilizer, 6, 148~155, 2013)



