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NHAFWE DL\ REHZ OV T ICP-OES D5 A2 AliE Th D LA STV a2,
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2. HMRUAE

1) 88
AELEL T, Wbl L CWOAIRIRE S Ik, FEERE = A S B GRRIEER) K& OV RIS BB SR8 A
AEERE .

2) AEZFOFAH

(1) WAREYERL (P10 mg/mL) : WAFZEHEKR (P: 10 mg/mL) (SIGMA-ALDRICH ; TraceCERT)

(2) AV LEERERR (K 1 mg/mL) © VD LEAERL (K: 1000 pg/mL) (FE#iZE T3 ;JCSS)

(3) 7R LMERERR (Mg 1 mg/mL) : <7 30 MMEHERL (Mg: 1000 pg/mL) (F1YEHi%E 7.3 ;JCSS)

(4) v‘/ﬁ‘/*ﬂfﬁ%&(Mnlmg/mL)- ~ BN (Mn: 1000 pg/mL) (FooeHis T3 JCSS)

(5) 1FHFAFEUENR (B 1 mg/mL) : 1FHFREEUERR (B: 1000 pg/mL) (FIEAi3E T3 ;JCSS)

(6) TRATENENRR (1>~(5)@$ﬁﬁ{1ﬁz7‘dﬂfﬁﬁ{ﬁzkb BAEE R AR A - AR IR A A2 YE (P 200 pg/mL,
K 200 pg/mL, Mg 20 pg/mL, Mn 10 pg/mL } O° B 10 pg/mL) iU 72, $£7-, ZORAGIEERZ TR,
PR FE A3 (1423) L7 2 XOVTH BHE RS (1+5) Z2 N2 T &M IR S AR MER A T R L 7=

(7) K EBHK (LEEEPUTE 18 MQem LA )

(8) MiFg: K% HH

VORSIATBOE NRMOK PEIH R L e 2 — i E e 2 —
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3) EERURE

(1) ICP Z&Jesy sy HrdkiE (ICP-OES) : S /ERT ICPS-8100 (B 7 MBLAIG =, o —o v /LB 5y
pjie)

(2) EHiKRLELERE . Millipore Elix UV5

(3) wAr/mt’~Xvyhk: Eppendorf

(4) &2R7TI2a

(5) AR~k

(6) AHE3FE

4) AMrAE

BN g% | mg OHTETIENDED, £2ET7T 22 100 mL (2 AL, 7KK 50 mL 2012 TIRVIB =% /K CE
KL, A3 FETAHBLIZ. ARO—TEEEZOEETT7 A2 100 mL IZEY, HiFE (1+5) 25 mL 22 CTKCTE
KLUTEbOZ AR L, ICP-OES # W TEELT. #Tr7 2 —3 —NM% Scheme 1 D &350,

| 1 g analytical sample | Weigh to the order of 1 mg to a 100-mL volumetric flask

«—About 50 mL water

| Shaking to mix |

<—Water ( up to the marked line )

| Filtration | Type 3 filter paper

Aliquot
( predetermined volume )

100-mL volumetric flask

<—Add 25 mL of hydrochloric acid (1+5)

<—Water ( up to the marked line )

| ICP-OES |

Scheme 1 Method flow sheet of W-P,Os, W-K,0, W-MgO, W-MnO and W-B,0s in liquid fertilizer

. HERUER

1) SHFHORER

HRIENE FE RSy D IEHE THDH P, K, Mg, Mn &Y B Oz, 2R BUEER LT Fe, Cu, Zn, Mo
&Y Ca BIRINESNAHZEND, ZNHDILRD T WA L. &Itd 100 pg/mL OFEERIZOWT,
Table 11Z/RL72i &% VT ICP-OES Ty L7z #EH% Table 2 12/~ 9°. P, K, Mg &KUY Mn (22 i, il
DILFNCED T WIS TEIR 72208, BAZOWTIE 100 pg/mL @ Fe FEUEE)S B LT 1.2 pg/mL OFA
BEOTTAOFWRFEDONI. Z2T, FERZMEGIEEHC Fe LLTEEDER 0.01 %~0.5 %iHY =
(W-B203 (2% L THY 0.8~40 £i5FH 4 &) D Fe fRUEMRZ IR 7-30BHA 34T L, W-B20s D3 HTIZH517% Fe
T BOREEMER U, R Table 3 DY, Fe DIRENENELE, W-B203 DFHXHEHER 2 (RD)
K720, HTREEE D M E LT3, W-B203 DT EILRIFRE CTho7o 280D, Felldk b e FisT ¢



ICP-OESIEIZ LD ALEL T D 7K P 325l 53 DO JE 3

XAZLENbIoT.
L7272357C, ICP-OES O 3#Hri KX Table 1 DEFVELT.

Table 1  Analysis wavelength

Element Wavelength (nm)

P 178.287
K 766.491
Mg 279.553
Mn 257.610
B 249.773

Table 2  Investigation of spectral interference

Spectral interference (pg/mL)

Standard solution (pg/mL)

p” K’ Mg" Mn" B’
P (100) — <0.2 <0.02 <0.002 <0.04
K (100) <0.04 — <0.02 <0.002 <0.04
Mg (100) <0.04 <0.2 — <0.002 <0.04
Mn (100) <0.04 <0.2 <0.02 — <0.04
B (100) <0.04 <0.2 <0.02 <0.002 —
Fe (100) <0.04 <0.2 <0.02 <0.002 1.2
Cu (100) <0.04 <0.2 <0.02 <0.002 <0.04
Zn (100) <0.04 <0.2 <0.02 <0.002 <0.04
Mo (100) <0.04 <0.2 <0.02 <0.002 <0.04
Ca (100) <0.04 <0.2 <0.02 <0.002 <0.04
a) n=1
Table 3  Investigation of spectral interference of Fe to analyze W-B,03
Sample Spiked levae)l of Fe Fe/BaOs a)b\)N-B203 _
(%) Mean (%) RSD (%)
0 0 0.013 5.3
Liquid fertilizer 0.01 0.8 0.013 4.6
0.1 8 0.012 0.4
0.5 40 0.013 0.1

a) Mass fraction
b) n=3

¢) Relative standard deviation

2) [ES5SFDATY—HROIREE

ICP-OES {EDFHHZ DN, 1EFIFEDAE) — RN EIN TS Y| 2 2 CABRGCff L 72 ICP-OES
IZDNWT, AEV—2ZhROEE R OGRS AEBO P 5 IEIZ OV TR L7z,

1 pg/mL, 10 pg/mL K& Y 100 pg/mL D% B E#EH % ICP-OES Tl LTo BT T VR % b L.
AEHE AN OVEEHE, S HTE IR T30 B, IRIZHHTT 25 EHA R T30 B RITEH T 2L51cA— Mo
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T—OREEAToT-. #ER, 100 pg/mL O B R HEGE 2 3T LIZEARIZ T LI2 7 Z 0 V8D HIE 0.15 pg/mL
D B AFHEN, ARV—EREOSNT-. LA, 1 pg/mL KON 10 pg/mL @O B FEYEHG &2 AT LT-IE % D7
TUIVIRIBIEIF IR B S 2 h o T,

£ T, W-B20s 20392556, 1ZDFRIRELED 10 ng/mL LU FIZ725K

CHFUENR K OB 2 L,

ol
FUERE AR O VR, S ATIELRZ (SR T 30 B[], IROBUEHAIR T 30 BFTTHIZLELT.

3) BREROERMY
22) \ZfE> TRBLL 72 IR-A AR WA ICP-OES THrbrL, s i |t iE I KO B A (ERL L 72, P R OVK %
1 pg/mL~200 pg/mL, Mg (% 0.1 pg/mL~20 pg/mL, Mn & T B % 0.05 pg/mL~10 pg/mL 0% CE M

(BB E r2=0.999 VL )&= L7T=.

4) FEURERERIC &5 H E O

IRARIEEHZ W-P20s, W-K,0, W-MgO, W-MnO K O W-B,03 L TIREEDVE 8433 1 %~10 %, 0.4 %~
5 %, 0.15 %~1 %, 0.005 %~0.2 %K% T 0.01 %~0.2 %tH Y FEDF LFEIEERZ RN U3 EE VT, K
EIZHEST 3 WO T THRIMEIGRERZ1T > 72, #5380 % Table 4 DEFD, W-P,0s, W-K,0, W-MgO, W-MnO
e OV W-B203 DAL 1L 98 %~102 %, 102 %~104 %, 99 %~103 %, 96 %~107 %K% 1} 96 %~99 % T, \
FTIBIERFERBRIEV IORSIVTOD IR FEIZ 3 1 D B ([HIER) O HARLAIN THY, i 27258 RAEH

niz.

Table 4  Spiking and recovery tests

Principal Sample Spike level  Rec overyb) RD Criteria of the truenessd)
ingredients (%)” (%) (%) (%)
P20s Fertilizer-1 1 102 3.1 96 ~ 104
Fertilizer-2 10 98 5.8 97 ~ 103
K0 Fertilizer-1 0.4 104 4.0 94 ~ 106
Fertilizer-2 5 102 5.2 96 ~ 104
MgO Fertilizer-1 0.2 102 4.7 94 ~ 106
Fertilizer-2 1 103 3.4 96 ~ 104
Fertilizer-3 1 99 2.1 96 ~ 104
MnO Fertilizer-1 0.005 107 0.7 90 ~ 110
Fertilizer-2 0.15 96 1.5 94 ~ 106
Fertilizer-3 0.2 96 4.0 94 ~ 106
B0s Fertilizer-1 0.01 97 1.8 92 ~ 108
Fertilizer-2 0.15 99 3.4 94 ~ 106
Fertilizer-3 0.2 96 1.8 94 ~ 106

a) Mass fraction

b) Mean Value (n=3)

¢) Relative standard deviation

d) Criteria of trueness (recovery) show in Testing Methods for Fertilizers

5) AiERMELERIC& S HEE D

BF 12 S VT, IERMERBIE L AIED AT EZ Lk U, JERMERBRIED 3 HTEIE, W-P2Os 1337
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Y AF L HEIZLD ALz,
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Fig1 Comparison between ICP-OES method and Testing Methods for Fertilizers (TMF)
(%) :Mass fraction

6) GHTHEER U SR E DT

DRTHE B e OV TR EE 2 sl 32720, WORBE A NEEE & OVZE e 25 G IEEHZ DWW T, W-P,0s,
W-K>0, W-MgO, W-MnO } )X W-B,0; % 2 sififfT CHZZ % T 7 [mlikBhz S5hi L CfAD - iE % Table 5
WRULTz, F2, ZORE RO —IehLE 5 BT 21T TR OV M TR X OV RS FE 4 Table 6 [27R L7z,
WOIRBE A NEED W-P20s, W-K20, W-MgO, W-MnO K * W-B,0; OFEHMEITEESER 10.8 %, 5.69 %,
1.18 %, 0.155 %% T 0.166 %, HHTAGHEHER 1% 0.9 %, 0.4 %, 0.3 %, 0.5 %N 0.7 Y, 1 RIFH 62 (R
13 1.3%, 1.1%, 1.2 %, 1.0 %M N 1.2 % Th-oi-. £-, FREREZEZHE S IEEO W-P,0s5, W-K20, W-MgO,
W-MnO & O W-B,03 D BT B4 5 0.829 %, 2.29 %, 0.392 %, 0.0174 %K% T 0.0134 %, HFfTAH %
PR 7213 0.9 %, 0.8 %, 0.5 %, 0.6 %X TV 1.0 %, TR EERZAEIL 1.8 %, 1.6 %, 2.2 %, 1.5 %M T 1.0 %
ThH-oT-.

ZOREIZIIT DT IO R 255 IR ERBRIE VIR S T DI TREEE (D THE R YR 22) &
O RS (P R S MR 22) 0 B Z2 LA Toh o722 85, IR BRI W-P,0s, W-K20, W-MgO,
W-MnO } U8 W-B20s DIRFER T B DRl § 2D+ 53 72K A A L CWDHZ e RS L.
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Table 5 Repeatability test results on different days (mass fraction(%))

Sample ‘Princ ?pal Test day (factor)
ingredients 1 2 3 4 5 6 7
Fertilizer-1 W-P,Os 0.817 0.833 0.826 0.827 0.804 0.858 0.831
0.836 0.825 0.838 0.826 0.806 0.845 0.839
W-K,0 229 231 228 229 226 236 229
228 227 230 227 225 237 233
0.379 0.385 0.391 0.390 0.395 0.404 0.398
W-MgO
0.382 0.387 0.390 0.386 0.394 0.405 0.402
W-MnO 0.017 0.017 0.018 0.018 0.017 0.018 0.017
0.017 0.017 0.018 0.018 0.017 0.018 0.018
0.013 0.013 0.013 0.013 0.013 0.014 0.013
W-B,0;
0.013 0.013 0.013 0.013 0.013 0.013 0.013
Fertilizer-2 W-P,Os 10.7 108 11.0 10.8 10.6 10.8 10.8
10.8 10.8 109 11.0 10.6 11.1 10.8
W-K,0 566 569 566 570 560 577 572
568 575 564 568 560 582 573
W-MgO .16 117 118 1.19 1.18 1.19 1.20
.16 118 1.19 1.19 1.18 1.20 1.21
W-MnO 0.154 0.154 0.154 0.156 0.152 0.157 0.154
0.155 0.155 0.154 0.155 0.153 0.157 0.156
0.166 0.164 0.169 0.167 0.165 0.166 0.166
W-B,0;
0.167 0.165 0.167 0.167 0.163 0.169 0.166
Table 6 Repeatability and intermediate precision
Repeatability Intermediate precision
Sample Total meana) Src) RSD rd) CRSD re) SI(T)ﬂ RSD I(T)g) CRSD I(T)h)
(%) (%) (%) (%) (%) (%) (%)
W-P,0s 0.829 0.008 0.9 3 0.015 1.8 4.5
W-K,0 2.29 0.02 0.8 2 0.04 1.6 3.5
Fertilizer-1 W-MgO 0.392 0.002 0.5 3 0.008 2.2 4.5
W-MnO 0.0174 0.0001 0.6 4 0.0003 L.5 6.5
W-B203 0.0134 0.0001 1.0 4 0.0001 1.0 6.5
W-P,0s5 10.8 0.1 0.9 L5 0.1 1.3 2.5
W-K,0 5.69 0.02 0.4 2 0.06 1.1 3.5
Fertilizer-2 W-MgO 1.18 0.004 0.3 2 0.015 1.2 3.5
W-MnO 0.155 0.001 0.5 3 0.002 1.0 4.5
W-B,03 0.166 0.001 0.7 3 0.002 1.2 3.5

a) N=14(2 repetitionx7 days)

b) Mass fraction

c¢) Repeatability standard deviation

d) Repeatability relative standard deviation

e) Criteria of repeatability relative standard deviation
f) Intermediate standard

g) Intermediate relative standard deviation

h) Criteria of intermediate relative standard deviation
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7) BEETRFORESE

7773 B ICP-OES T 10 BISHTL, BN rEOIEERZZ 10 5L CE & FIREHEEL, X7z,
FEAER 2% 2xt(n-1, 0.05) 5L L TR FIRZHEE LI=EZAY, IRIEED W-P,0s TE &35 0.02 %MK
0.01 %, W-Ko0 THE &5 0.05 %K% T8 0.02 %, W-MgO TE &7453% 0.002 %% O} 0.001 %, W-MnO CTH &
73%20.0002 % &% T 0.0001 %, W-B203 THE &572 0.0005 %K% O 0.0002 %l H#EE 417z,

Iz, #EE S E & NIRRT O EIZB T DEIREEZ R T 5720, RIEEHZ W-P,0s, W-K0,
W-MgO, W-MnO K Y W-B,05 &L TR EEAVE 8433 0.02 %, 0.05 %, 0.002 %, 0.0002 %% TOF 0.0005 %FH
BEORITLRIEER TSI T308 2 T, RIEICHEST 3 AT CHIMBIGRERZ 1T 72, 7235, 3UBHE
B E 10 g, AIEO4EEIE 50 mL EL72. #5503 Table 7 L350, W-P20s, W-K,0, W-MgO, W-MnO & O}
W-B,03 D[EILEHIE 93 %, 107 %, 91 %, 110 %M X 114 % T, Wb IS RBRIEV (RSN TODESINE
FEWZ T DB (BIR) O BEELANTHY, i B2k R G-,

Table 7 Spiking and recovery test (minimum limit of quantification)

Principal Sample Spike level  Rec overyb) RSD,” Criteria of the trueness"”
ingredients (%)" (%) (%) (%)
P20s Fertilizer-4 0.02 93 0.5 92 ~ 108
K20 Fertilizer-4 0.05 107 0.9 92 ~ 108
MgO Fertilizer-5 0.002 91 0.9 90 ~ 110
MnO Fertilizer-5 0.0002 110 0.3 85~ 115
B0s Fertilizer-5 0.0005 114 2.4 85~ 115

a) Mass fraction
b) Mean Value (n=3)
c¢) Repeatability relative standard deviation

d) Criteria of trueness (recovery) show in Testing Methods for Fertilizers

4. F&&H

ICP-OES {EIZXDHWRNEEL T DK ESHE TR Sy DI ENZ DWW TIREI LT L ZA, IRDEBVDERIBFHN
7.

(1) P, K, Mg, Mn, B, Fe, Cu, Zn, Mo X X CalZOWTC, BT HDOMEREAT T8, eRAEE R ok i
PEER % T35 LTI, 2 PRI ER TELOL L ThoT.

(2) 1FHFEWEFENN 10 pg/mL LLF OaEHAW A ICP-OES T/ L 72, ICP-OES D EHAE AT DV
ZIKT 30 BRI, WRICHHT T 2REHATE C 30 BT T-7235 4, 13HFDOAEY—ZROFEITRO Lo
7.

(3) ICP-OES TH#TL, ffaktiR &ALV EMAIERLTIZEZA, P K OVK 1F 1 pg/mL~200 pg/mL,
Mg 1% 0.1 pg/mL~20 ug/mL, Mn & OB % 0.05 pg/mL~10 pg/mL O CEARMEEL R,

(4) WCHRIEEHZ W-P,0s, W-K,0, W-MgO, W-MnO K& T} W-Bo03 EL TE &5 3# 1 %~10 %, 0.4 %~5 %,
0.15 %~1 %, 0.005 %~0.2 %M T 0.01 %~0.2 %4 ED 4 e FFEUERR 2 I 72508 -V CHRINENY
RER AT T2L 25, [ILERIT 98 %~102 %, 102 %~104 %, 99 %~103 %, 96 %~107 %I T} 96 %~99 %
THY, WT NG IERHEERBIEI RSNV TWAEE (BN ER) O HEELIN Th -7z,

(5) #BF 12 RAEHWT, KIESIEEHEERBIED OITEZ LR LTZL 25, WO TRV THIHBILR
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X r=0.999 Z/R~L, 5RVHBEAFRD B,

(6) WIRIEANEE N OF R 2= A E A BN OWT 2 ST THZZEZ T 7 [ BRZ I L-. kg
AIEELD W-P20s, W-K,0, W-MgO, W-MnO } 18 W-B203 DB E 5K 10.8 %, 5.69 %, 1.18 %,
0.155 %} 1 0.166 %, PHATHIRMTEHERZEIT 0.9 %, 0.4 %, 0.3 %, 0.5 %M TN 0.7 %, HRIAH G HEfR 221X
13 %, 1.1 %, 1.2 %, 1.0 % &N 1.2 % Th-oiz. £, FREFZEHEA LD W-P,0s, W-K,0, W-MgO,
W-MnO & O W-B,03 D BT B4 5 0.829 %, 2.29 %, 0.392 %, 0.0174 %K% T 0.0134 %, HFfTAH M
PR 7213 0.9 %, 0.8 %, 0.5%, 0.6 %X TV 1.0 %, TSR ERZAEL 1.8 %, 1.6 %, 2.2 %, 1.5 %M T 1.0 %
ThHoT-.

(7) ARIEICBITS W-P,0s, W-K,0, W-MgO, W-MnO } O} W-B,0; OE & FIRIL, EESF 0.02 %,
0.05 %, 0.002 %, 0.0002 %K T* 0.0005 Y%ofefE S HEE 7z,

X B

1) ASZEATEGE N RMOKETE B2 2Bz % — (FAMIC) : BRI (2014)
<http://www.famic.go.jp/ffis/fert/obj/shikenho 2014.pdf>

2) HEEEZ, S EENL, B, BAEE GGIRIEE R ORIV A, $h, =L, Jal, H kOO

[ERFE — ICP FE Lo e AT k@ om H —, JEHiFsEHEs, 4, 30~35(2011)

3) RS, MATER], AR ICP L/ mHTIEIC LD THROBUKAIEMEARY RO E &, HAR TR
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Simultaneous Determination of Water-Soluble Principal I ngredients (W-P20s, W-K 20,
W-MgO, W-MnO and W-B203) in Liquid Fertilizer using Inductively Coupled Plasma —
Optical Emission Spectrometry (ICP-OEYS)

Keisuke AOYAMA!
'Food and Agricultural Materials Inspection Center, Kobe Regional Center

A single-laboratory validation study was conducted for the simultaneous determination of water-soluble
principal ingredients (W-P20s, W-K>0, W-MgO, W-MnO and W-B,03) in liquid fertilizer products by inductively
coupled plasma-optical emission spectrometry (ICP-OES). Water-soluble principal ingredients were diluted with
water. A part of the diluted solution was added hydrochloric acid, and analyzed by ICP-OES. As a result of 3
replicate analysis of 3 fertilizer samples spiked with W-P,Os, W-K,O0, W-MgO, W-MnO and W-B,O; at
1 %~10 % (mass fraction), 0.4 %~5 %, 0.15 %~1 %, 0.005 %~0.2 % and 0.01 %~0.2 %, the mean recoveries
were 98 %~102 %, 102 %~104 %, 99 %~103 %, 96 %~107 % and 96 %~99 %, respectively. Repeatability of
W-P,0s5, W-K,0, W-MgO, W-MnO and W-B,O; were 0.9 %, 0.4 %~0.8 %, 0.3 %~0.5 %, 0.5 %~0.6 % and
0.7 %~1.0 % , intermediate precision of there were 1.3 %~1.8 %, 1.1 %~1.6 %, 1.2 %~2.2 %, 1.0 %~1.5 % and
1.0 %~1.2 %, respectively. Minimum limit of quantification of there were estimated 0.02 %, 0.05 %, 0.002 %,
0.0002 % and 0.0005 %, respectively. Those results indicated that the developed method was valid for the

determination of these water-soluble principal ingredients.
Keywords ICP-OES, liquid fertilizer, water-soluble principal ingredients

(Research Report of Fertilizer, 8, 1~9, 2015)



