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[E A7 A PEREM OB X 23T e 1, FeSEICE VT ISO/IEC 17025:2005 (JIS Q 17025:2005) VD HK
FHIHA S B | UTRBRGE O F MR R OB 2 DN E BRI TS, ISO/IEC 17025 TiE, EFE - EZE Mk
NI A VE D RSN FIEERE T HIEAERL WD, —F, B ORI AW TiEE2 R, 2
TEVEETHRET 20O TIERL, —EDHLYE (criteria) 2 72 T WL o1, #HTREEL TS, ZOFEXF
£ 7A7V7T « 77 m—F (Criteria Approach) EFEIIV T, (LW E Z K BIAINZHE T Do MO M
W CEHZENT—T VI ARBRICBVTERIN TS, BfENGEL TWEI—T v A3 Hriko M
REBLUEIZ B T DA B DT DA ART AN A, B, KSR, & FIRESERESIN TN,

LU G, IEEFOFRERIEICERENDIEREHREY, BMEITRARD70, il ETOINERSHD. I
e, BB ST TR W T I D OPEREZ TR A U CIERF A B E Y I NER IR L TV D, 72721,
AECEF 34T (1992 4FAR) & 0 Fldlikk A T 2 72 BRA I LE & FRRESEHEH S QRN Zhbn
PERBA AT DN ENSHD. ZOZEND, EHGITEBFERBUEI GRS COLRBRIEDY S, FRirEL
THESNTNDS YERN)IZOWT, BEREROF VL — WIEO RSSO VEREZ A LI-DO THiE 9
%.

2. MHRUVFE

1) HBOFR

PRI CODIEEHFEIO HIZITE B E ENTCWDBENDRH LI LD, EIOFRIIIHT->TIEFR 1
EBDHIRDBRO A AEENFARND TR T 5 NS BUSICHLE S QO DR SR RAE VY, JEEL T DR
BIORLAEISGZBHBITEK 2 DLBVRIELIRAL, EFN) ELTHEESSH 0.2 %~20 %o A T 2k 471 i
L7z, F77, A KITEPLTERZ (N) ELTERES R 0.02 %o A5k 2R il L7z,

2) KERURE

(1) KSR RAEE

(2) HEALZEH B ELEE s E - T3 ATS10
(3) InE—MEMNTTT 24 B

U NTATECE N BB ETY B e A i — AL 2 —
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K1 AUE ORI 53R

foi 4 53K KT DI B4
4R Hikk S BRI RRSES (MR B4
PR 37 JIS K8731 #iik €S IS
O JBE AR FE T N KR Fik Y AR K Hil A
DAEE —KFEHYT A JIS K9007 #5ik DAEE—NE
VAMEIKSE Z VD A JIS K9017 #¥itk DA R
g AU 2 JIS K8962 F¥iflk I I fhn
BWALHUD A JIS K8121 F¥ifk AL o
Ta—=R JIS K8824 Hik
#£2 HEBICHWZREI OB A EIS (E &7 %)
o R ki L ETAG FH ARt E & T PRMERE 30k}
N-20 N-15 N-10 N-5 N-1 N-0.2 N-0.02
PR 43.30 32.48 21.66 10.83 2.17 0.433 0.043
DB SE IV T KN 35 15 30 25 20 35
AR ZIKFEAV D I 10 20 20 15 2.5
DABEIKRSE Z AV D I 5 10 5
MR 2 10 10 5 15 2.5
EAL I A 15 10 5 5 35
Ta—A 6.70 27.52 13.34 34.17 37.83 14.567
K 94.96
INERER 20 15 10 5 1 0.2 0.02

3) HEDAH

(1) K: KFE8EERE (A ARIVAT Milli-Q DIRECTS) Z V- CTHERIL 72 JIS K 0557 IZHRET 5 A3 Y4 D
KEFHLE.

(2) 0.1 mol/L~0.2 mol/L /KE&{t. N7 AR : 7KK 30 mL 2RV =F L URIZED, MAILZR235 JIS K
8576 \ZHE T HKEELT NT 459 35 ¢ /b BT DM THEML, HERL T 4~5 BRKEL-%, 20 L&
AR 5.5 mL~11 mL Z 3 RIERIRITEY, REEE & £720 /K 1,000 mL 20 7-.

T E JIS K 8005 [ZHUE T 2R BT FAEHEME O 7 INFiEEE T o/ —&—H1Z 2 kPa LL TR 48 B
gL TR 7214, #0925 g2 OO EIMLICED, ZOEE% 0.1 mg DI 7= ETHIE. VL EOKTHEML,
7723250 mL (B LA, R E TKEMZZ. 2O —E842 =/A7722200 mL IZEY, Fx
LTI RETFET—/L T /L —¥ER (0.1 mg/100 mL) ## 4 N2, 0.1 mol/L~0.2 mol/L 7KE&{kF K A
TRIE CIRIR D BDFEITRDETREL, IRDOKIZEST 0.1 mol/L~0.2 mol/L /KER{LT N7 LA D
Trra—EE L.

0.1 mol/L~0.2 mol/L /KE&{b:F N7 DRI D7 77 % — (f;)
= (W; XA X0.01/97.095) X (V/V,) X (1,000/V3) X (1/C;)

Wi BEEL7-T7INFREEOE £ (g)
A: TIRERREROME (% (B &53))
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Vi S EUL7E T IREREETA IR O 4% & (mL)

Vo TIRBREETA IR O B4 7 (250 mL)

Vi J#EICE LT 0.1 mol/L~0.2 mol/L /KE&{bF RN AFRIR D45 F: (mL)
Ci: 0.1 mol/L~0.2 mol/L K&{t:F N AR D% E i (mol/L)

(3) 0.25 mol/L fiifi: HREEK) 14 mL ZH 5 UK 100 mL 2 A 7zE — I —I2Nx TRIMEIRE, KT
1,000mL &L7=.
% 7E :0.25 mol/L il — & &% =477 A2 200 mL (Z&D, AT /Ly R —AF L7 )b—IRA TR B 2N
Z, 0.1 mol/L~0.2 mol/L /KE{b:F R LI CHE D BRIk IR HE TR EL, IROAUTE-T
0.25 mol/L fififi# 1 mL (ZFH24 95 0.1 mol/L~0.2 mol/L /KE&(t TN 7 MR O R EZ R L.

0.25 mol/L Hif& 1 mL 12 3% 0.1 mol/L~0.2 mol/L /KEE{t.F "7 LRI D & (B)
:V4/V5

Vi TEEICEL 0.1 mol/L~0.2 mol/L Kb F R AR D4 f: (mL)
Vs: FEEICHL7- 0.25 mol/L WifE D45 & (mL)

(4) 7oTFET—/L7L—¥EHR (0.1 mg/100 mL) :JIS K 8842 [THET57 e F£—/L 7 /L—0.1 g% JIS
K 8102 (2 ETH=H /—/1(95)20 mL T L, /KT 100 mL &L7=.

(5) AF VLo R¥ERR (0.1 /100 mL) : JIS K 8896 [ZHLETHAF /LR 0.1 g% JISK 8102 IZHLETH—
4 /—1(95) 100 mL (ZIEL7=.

(6) AF L7 —AHE (0.1 g/100mL) : JISK 8897 ICHETHAF L7 —0.1 g % JISK 8102 |[ZHLE
FHTH/—/1(95)100 mL IZ¥ELT-.

(7) AFNL YR —=AFL T N—RAETRIE: AF VL yRERIE (0.1 g/100 mL)2 HEICHL, AFL 7L
— % (0.1 g/100 mL) | HEZMZT-.

(8) ZDMDOFIK: JEBHEERERIED 1T -7

4) HEERS RURERAE
EFEE (TN) OHH R OVHIEIEE 3 DL BYIREMEREREY ORBR T EE V. 2B, 25070, &
Brio7n—y—h(X 1, 2) 2Lz,

#3 B i OB T 15
AR Sy kSRR 1L DT A ABHEIR DT 7 15

EHR 2R (TN) 4.1.1.a TV —ik 4.0 T2 — V3R, (4.2) RRKIRE
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SHTRELS g 1 mgE THE7 T2 300 mLIZIFA0ED

oy fEtER] 10 g

—Hil% 40 mL
I | fEonic
I
e TANFEAELR T2 T D, BEMID eI RS 5
FCHREN
I
I i I
—K D&
| BLIAL | A&7522500mL. K
I
| Wl | =R
—K (PR ET)
[ oW (CER) | AE775x=300mL

—/KER{LTF NI LPEHE (200 g/L)

o A7 I AaX I — I — 200 mL~300 mL
R AEE 0.25 mol/Lfiifit—E & AF VLR —AFL T )L—

=
o
21
B

BB TR
| IR TR | B H#E : 5 mL/min~7 mL/min
| AR I | 821 120 mL~160 mL

K (Z 2N OE IR LU TR RSB O oy A Vel

W 0.1 mol/L~0.2 mol/L/KE&{t.F N7 INESiK (Vi 23K
ST B ET)

1 fERt o R ERERiE 72— —kF (N-20, N-15, N-10, N-5, N-1, N-0.2)
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1)

ELOFHRUC W RFBHORFZOEGAH B NEEHERERE (BHEER) ICXY 3 A0MTTlE LM 4
# 4 \RUT. S R0 S H U7 T B2y 2R 99.3 %S EK O FRE (min. 99 %) 2 7-LTHY, FDFE
FHEHER A TE B 0.2 % SISl 7ok, BRI CIX BRI 2 O Tl AR A T o7,

SrHTEEL S g 1 mgFE THET T A7 500 mLIZIZA0ED

o fRIEER] 10 g

i l% 20 mL
R RES /A
|
Nz TN EL72lpo> T, BN 522035
|
| Jikiy |
<—7j(
| ikt | =i

—IKEE{bTF MDA (400 g/L)

e =M 7I7AaX I — 5 — 200 mL~300 mL

KA AR R AL 0.25 mol/Lfifg—E &, AF Ny R —AF LT —
e 2 ]
| TR | B 5 mL/min~7 mL/min
| AREREIE | #2Hik 120 mL~160 mL

K (2P DVEIR S T 7R 28 O E 53 2 BE )

i 0.1 mol/L~0.2 mol/L/KE&{L T~ N7 Ltk (B 53K
TEEIZ72HET)

X2 ek ozEBEeERERE7T—2—F(N-0.02)

3. WRRUBE

AHDRARICAVREVPDERDERE

F4 FHELOPWRU AV RFEHOER OB EE

Ak g ST Y {2 P FR S Y ff 2
(%)Y (%) (%)Y (%)Y (%)
R 46.65 46.33 0.08 99.3 0.2

1) RFHOER (T) il

2) EHAR R (T-N) OIAGHTABRO T
3) CEYME/ HiRil) <100

1) HHSE
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2) EEHiHER

BT AR O C 3 AT TR FR AR (T-N) OB % £t L7 ki a % 5 1R L-.

EEFBURRE N2 3T, RAER S B (B T2 57 O fe/ N ) 2 26 PE 68 IR FIE 2 S Xl N S8 (R FiE 2
(BLF, TRREEE | VD) IZEEH 3D 2 LA A sk GG IR AR 2 Br) DA PE ST A L7364 (LT, T4
EFE )LV IZFH ST Q0D Lo T, EREE (T-N) O FHELRBRIEOR EEO I >N THEIHL.
ZEHF 5 (T-N) O FHMESHIEME LD K CZ ORRFHEITS T 5E1G13, 37 (N) & A &OD 720 vilkl (N-5
FONN-1) TE RS HE-0.04 %~-0.03 %L -2.9 %~-0.8 % THY, £HEN) GABDOZL K (N-20, N-15
JLOYN-10) TIEE 857 #-0.15 %~0.11 %} O-1.5 %~0.6 % Th-o7=. ZOZEND, ZORERIEL, Hisie
B G BB IR & 1) DEHE 2R (T-N) OLRER Sy B OFHIZ GO+ R IEMSE A L T2 e
REhr-.

F7o, IEEHBHEICBNT, BB OE A & (BFR AR (T-N)) ZRFEE IR R T 228505
TR BB ST T W B SE D A pE R SRR DU TS, FEERIEEI O SV FoR FEHES (T3 T, Rkt
T LR (RMENE RS FE 3 %L EOGAIIR D £10 %, FHENE RS 3 %AD& IE
BRESHRE03 %) ZEO TN, LoT, BHEER (T-N) DR FHELHEMD 2 K& ONEIL R ICOW TR L
72. N-20, N-15, N-10, N-5 J2 ONN-1 OEIERITE 53 3 97.1 %~100.6 % THY, N-1 O GHELREEL D
221X, B #H-0.03 % Tholo. ZOZEND, ZOMERIEIE, GIRIEEHE T W IR D % FE 25 (T-N) D
FREDOTMZAFHIC 7R EMES A L TV D ZED RS L.

7285, AOACVITHITHIRIEL ~ BT DIEIEROFFAFLFAILE #4579 100 % T 98 %~101 %, E &4y
F 10 % T 95 %~102 %L OVE E/33% 1 % T 92 %~105 % THY, EFRL2E (T-N) OV T NOEILEESL b
DFFEFFHAN T -7z,

#£5 REh o (N) ORBRAk g

HeRpsy BB gt e POES ome mmE g @l‘égﬁ
A1> (%)2> B3> (%)2> C4> (%)2> D5> (%) E6> (%) F7> (%)2> Gs) (%)
T-N N-20 20 20.11 0.11 0.6 100.6 0.01 0.1
N-15 15 14.93 -0.07 -0.5 99.5 0.10 0.6
N-10 10 9.85 -0.15 -1.5 98.5 0.04 0.5
N-5 5 4.96 -0.04 -0.8 99.2 0.07 1.5
N-1 1 0.97 -0.03 -2.9 97.1 0.02 2.1

1) HBhowEHEN) 0G4 & GREHE)
2) BHEHE

3) 3mPHTERERO L fE

4) C=B—A

5) D= (C/A)x100

6) E= (B/A)x100

7) 3RPHTRBROE R &

8) G= (F/B)x100
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3) BETRREUVEE TR

T AR O A TE RS VIR TUE, il AR G5 TR IR e OF R 25 A IRk 2 BR<. LLTFFRIT. )
DEFTREERY O/ N EITEREE (TIN) LT 1.0 %E, FERZEAEAIEEOEH T &m0
Fo/NEITEEFR AR (T-N) ELTE R 0.1 %&, IEEHBEEREI TR 2128\ T, HEERA IR (R
FEREEEBRS. ) OMRFER S O F/IMEIZESR (N) ELTE RS R 1.0 %E, FEhLA IR (G R 2 M IE
BHZBRS. ) OIRFERSy DR/ MEIZZESRE (N) ELTHEEDHE 0.1 %2 EHESITND. Fi2, TKE
TEREARIEE D EF 2R 5y DR EY K OVERERIEEL O SV R IS ED I WO, R 2R (T-N) 057 &EVE
BT 0.5 YA OEE1E0.5 Y%A | LFLik T HZEN TEALBIESN TS, DT, BHERE (T-N) DfR
AERR D EAVE BT 0.1 %~0.5 %E L OBERS CODFRER 35 A A IEEIO 2L SIRIEENCH 5.

T, &3 ICEHELRBRIEO E BRI AR T 5720, TR FIRMEEHREEFWT 7 RO TTER
A8 (T-N) ORBRZ L, ZORAEE R 6 1 RUZ. 728, @8 FIRIT GEEREZ) <10 K, £72, B TFRIX
(e {fF 72) x2xt (n-1,0.05) KA VTR L7210,

N-0.2%DHEE E 7 FFREIEE #7573 0.09 %, #HEEBH FRREITE £33 0.04 % THHZEND, £ 3ITFE
U7 RRBR LT, AR IC R D m ARk, fi e R A IR (FRER 2 AR A BRS. ), THIRARENS & OV
WIEZEDZEFE AR (TN) O & H BEOFHEE 1+ /072 B#iFAZ A L WA ED RSN

F72, N-0.02 %DHEE T & FIRIEITE R 0.016 %, HEERHH FIRIEITE &5 0.006 % THHZEMN
B, 3 ITFEHE L7 BRI, TR =GR R O Ei A e (G R ZE A IERHI RS, ) DR &
(T-N) DG RO AR DI 5372 E &AL T D e RS,

#6 e PIRMERHEBROKR (%)
B S e s HERE G HEE B
Eivs AN Bigs 0z 1) DA 2) 5 S ;
T-N N-0.2 0.2 0.206 0.009 0.09 0.04
T-N N-0.02 0.02 0.0215 0.0016 0.016 0.006

1) B o (N) O A REHE)
2) TEOHMTRBRO-HE

3) IEYERAEX10

4) FEHE(R 75x2xt(n-1,0.05)

4) EHBRBE

IIATIVT T 7 a—F BT HIEREHIE CTIIE M BB N EOR I3, RBRIED 2 MR D720
DO LFFRBR O E R IT K ET 2T NS, ZOZEMND, 7% 49 5B 1L T ST BE OS850k FE & 1
FRERY [ OSBRI YEYE DT D720 DL FFRERY ORAE 2V A 95281, ZNHOREEZSR 7
FOFE 8 IR LT, 7238, SMERIE S A EARABR CIE, B N ANES F O T o il & OE (L S - U 4y
PE&EPH (NIQR) 28BS TND, H g fil & O NIQR 1 IEH A3 A (23U Il B O (R 220 —£0d 5.

EFREE (T-N) O R UTEEINE By 8.74 %~14.76 %D #iPH T2 DOIEUE(LX 7= U 4y (i PH
SV P P EUARE A 22 - B0 3R 0.07 %~0.13 %, = OAHRMEER 221% 0.6 %~0.9 % Th-o7-. £iz, EHR
428 (T-N) O BRRRE D HorRat 1% 0.25~0.32 Th-7-.

728, AOAC (OMA) VBT HIREL ~UZ R D =R BRSO B 2213 B3 100 %T 2 %, ERE5y
F10 % T3 %, BETFE1%T4 %M WVEHREDHF0.1%T6%ThHY, EFRAE(T-N) DO[H B HEF 2=
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ITZNeo B %% Tlal-7-.

KT IR BB AR

T-N bR Ak 2006 158 14.60 0.13 0.9 0.39 0.32
HHEAVILR IR 2007 145 8.74 0.07 0.8 0.25 0.26
= AL R AR 2010 132 14.11 0.11 0.8 0.38 0.29

1) B RANEIZEDRO T PRl ERS R ICB W COESEE — T 5)

2) HEo®

3) BARANEIZIY RO AR LS N T WU AL F1FH (EFR AR I W TORERZE— T 5)
4) S BHEEREFZE C= (B/A) =100

5) Horwitzl& EX ) BEHEIN - EM H B ERZ

6) HorRatfii E=B/D

#8 NEBREREARYEM E OIS D78 DI [RIFAER Rl

e e ) SER SER A SDr RSDr SD(P) HorRatff
:K%ﬁﬁk/\ %T:t N H

BRI FHOR FEREO=H AYY B (%) P (%) D (%) EY
T-N e LRI 2008 14 14.76 0.09 0.6 0.38 0.25

3) =B E

4) ERMIBIARSRE R A C= (B/A)*x100

5) HorwitzfEEF )05 H S 4172 2 ) A B VR 22
6) HorRatfii E=B/D

4. FEH

EREE(T-N) DTV —)VIEOESE, Ei - FRE O EMBBRBEZHEL2L25, RO RER
7.

(1) ZBFEEE(TN)ELT 1 %~20 %aA T 22REHIOWTENENORBRTIETRIELIZEZA, %E
EEREME DT (N ELTEESFE 1 %~5%) TEESF-0.04 %~-0.03 %THY, EF(N) G =
DEVEEFN ELTEESH 10 %~20 %) TIHE RS FE-0.15 %~0.11 % Th-ol-. iz, sxsHEIk T2
I 97.1 %~100.6 % ThH -7z,

(2) BrREEF(N ELTEED R 0.2 %) KM OVRIREEF (N L TE 3R 0.02 %) 2V TER FIREAD
B FIRAMERLIZEZA, A ORENCE &5 0.09 %% 100.04 %, £7-, H%HEOMECE R/ 0.016 %
J TR 0.006 Yofi L HEE STz,

(3) ARG B AE PR K OB R AR VEM E O BT T D72 O L [FIFRBR LV ] FR BURG EE A R A L 7= &
25, EHRAE (T-N)IX, TR ST EEEIVE 5 F 8.74 %~14.76 %DHiH TZ ORI 537
403 P S0 T P B (R 25 B 03 0.07 %~0.13 %, £ DFIXHEYER 213 0.6 %~0.9 % ThH 7.

(1) ~ (3) DRAEIE, MEEMERBRE IR S 7o RBRIE S R L L TOEFR R BO A &+
BHZEMTEDMEREEZA L CODERLTEY, 79A4TV7T 7 7 u—F 2B 5Bk OMERER HE D & H
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Verification of Performance Characteristics of Testing Method for Total Nitrogen Content
in Fertilizer by Kjeldahl 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 total nitrogen (T-N) by Kjeldahl method
described in Testing Methods for Fertilizers. The accuracy of testing methods for total nitrogen was assured from
3 replicate determinations of 5 fertilizer samples containing 1 % ~ 20 % total nitrogen which were prepared each
test. As a result, the mean recoveries ranged from 97.1 % to 103.6 %. 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 0.09 % and 0.016 %, respectively. Reported in Research Report of Fertilizer, medians, normalize interquartile
ranges (NIQR) and relative standard deviations (RSDg) for reproducibility of total nitrogen obtained by
proficiency testings were 8.74 % ~ 14.60 %, 0.07 % ~ 0.13 % and 0.8 % ~ 0.9 %, respectively. And mean values,
standard deviations (RSDg) for reproducibility and RSDy of total nitrogen obtained by collaborative studies were
14.76 %, 0.09 % and 0.6 %, respectively. These results indicated that these methods performance characteristics

were available in establishing criteria for a determination method of total nitrogen.
Key words  criteria approach, total nitrogen, Kjeldahl method, Testing Methods for Fertilizers

(Research Report of Fertilizer, 5, 156~166, 2012)
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