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1.1 A5G

FZALAT . LC-20A T 2y 250 A 0 15 e — 4
EEEH R &% ( H AR EA A ) 5 Simplicity uv 5
R 2K AN (7 BR v 25 PR A ] ) 5 SK7210HP Y
R PE e ( LR R A AR A R A A )
ME204/02 #4534 RV (i LR e R 247 ) 5
Fias (20 ~ 200 wL, 100 ~ 1000 uL, 1 ~ 10mL)

1.3 SCEE IR
1.3.1  RE IR ) 65

FREL 0.1 ~ 3 g iYialAe ( FRERG HE S 0.0002 g)
F 250 mL & =P, A 100 mL K, BT
P R 2% v S AR 20 min, B HEVE INK E 4.
FEAT o W R VA VA K R D R R R AR OS5

FE
1.3.2  bREA I T il

KR 0.2500 g NBPT, DCD 7] F* 2 4> 250

(TEESCATER ] )

FEAF . N5 (HPLC 2% ) (258 bR
FIABRAT ) s N= 1 TSmOk = (NBPT )( &l
£ 97% ~ 100%, CAS 5 94317-64-3) ( |12 78
AL B B A BR 2 F] ) 5 BUFRE (DCD ) 5
(45 98% ~ 100%, CAS 5 461-58-5) ( [ifEA 78
A AR A A8 BN R Do 2 A ol 351 1) 45 44 =X

WE 1 R

a b
S
| Noo
D N \\N NH,
H NH, H
& 1 NBPT #0 DCD 4 F L5
: [l ay NBPT; &b 4 DCD,
1.2 SERGHRESR
SRR T 9 FhE IR RS E / B A AR [
PRFN / BORARIER, FERERILE 1,
F1 ERERER
e NBPT Bt DCD HHE
Hi's P ap i (%) i (%)
1 PRE 0.21 0.22
2 WRE 1.92 1.92
3 AR T (RE . 2.01 2.02
WAL 4 BRRRAT)
4 DRER B 0.21 0.22
5 PREEAH BT 0.98 1.05
A JRE — —
B JRE — —
C ZHENR 2 (JRE. — -

WAL 8. BLRET)
D PRER GBI —

mL AR, 1A 100 mL 84K, &5 TRAENE
VE#S TR A A M 20 min, B EURHIKER . #B24,
BN A5 ¥ 4 1000 mg/L () NBPT Al DCD FbrEE .
A3 EUNBPT #3% 0.5. 1, 2.5, 5. 10 mL, DCD
BRE 0.1, 025, 1. 25, 10mL T 5 100 mL % &
M, IKEZS . B2, RIS RINRPRIAR, RS
VSR 2 PP A B LR 2, BRIRARI AT K
AHE RS 2 SRR I S 1l

F2 RIBHRBENIRE (mg/L)

G NBPT DCD
STD-1 5.0 1.0
STD-2 10.0 25
STD-3 25.0 10.0
STD-4 50.0 25.0
STD-5 100.0 100.0

1.3.3 @it &t

{34 . SHIMADZU Shim—pack GIST C18 4.6 mm x
250 mm, 5 wm; FEVE: 35°C ; #EFEARL. 10 pL;
T AR Y G 5K TR A, B
WA ULEE 3, Wi : 1.0 mL/min; KPUE K. 205
nm (NBPT) . 214 nm (DCD ),

x3 mIEBERRER

e FRPRR S R 2 F 505 X R A e I B A B R TR
B, A1~ 5 BRES 2 R ) A AR AR TR A AT 2 R
W, A5 A ~ D RES R G R E R, 2 B R A R
FITE 0.2% ~ 5.0%, FITIF ) E BRI = 6] L X506

Bt min) ZHE (%) Bk (%)
0 5 95
3 5 95
10 25 75
16 25 75
17 5 95
31 5 95
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2 ERS5HH

2.1 EIEHT AR
ARSCHESL AR T A S T A B
ATz 20, % BRI BUAT B I 5 7 I 1 DX

% 4o
2.1.1

TSRS T e

T CHEH T B EEAOE AR, R
AN, AR RE NG L AKIR R, XTI T
kX, 2 PP A AR ST, WK
IR EREER, S A R B, [
iF NBPT 2544 H &4 15 T 53 M, Kk, 2 FRimi
FI 2 Ry W Ak S ) EL NBPT i /N T DCD., i
ForF L5 A JE R 2348 2 Rl e 205 57K R
PR LU A 3 790 v i it BE AN TR] 224 R YA 2 33 %o

NBPT. DCD [R) BB i, i sl AR 75 21 A B vk At

S

TERAE T B B DRI AR 1 mh it s A 3R A Ee ]

Ja, ZEAFFE (0.8, 1.0, 1.2 mL/min) X} 2 Ff
PHIFI B O, A5 5 R e @ AT 5%

PHAZERY BB T, 1.0 mL/min A3 B RO BT

WA Z3 i A TR T i AR IS s A 1 T oL, 2
i 2 I s AH IR A 1.0 mL/min,
2.1.2 Rl e
FRECNBPT, DCD #3127 0.01 ¢ T 2 4~ 100 mL
A, MUK G RS . #5). ad KA
DERR IS MR HERE ST, A530 2 Bl i oSl
(FE2), %83 7RI 520, NBPT,
DCD e fAER M A e HLS3 32h 205. 214 nm, I
F, 2 AR R BT R . TR,

* 4 ZEFEDITHRETE NBPT #1 DCD MUEH £ FHIX R

SfE| EN 15688:2008 5 EN 16651:2015 NY/T 3038—2016 EN 15360:2007 NY/T 2877—2015
5 AR BRI 2 NBPT NBPT DCD DCD
Nk lEN M 17K (90/10. 85/15 1k 25/75) LI 17K (25/75) FHE /K (99/1) FHE /K (99/1)
ERETES CI8 5{ RP 8 RP 8 C18 RP 18
WE PR 200 nm 5, 205 nm AHGH] 220 nm 220 nm

R (mAU)

2.2 AR EOE R R e PR
KAEF L (K) L IBF
AT 1.2 RS S 3 R T

16.700/ 1.0/

=

FridE i kA

§ 3
8
=y | T ; T a T = |
200 2% 300 3% 400 200
K (nm)

B 2 NBPT #1 DCD &1 =

1. & a iy NBPT; &bl DCD,

T T T
300 350 400

B (nm)

UEIES BT E SR IR 5, B3R 5 AT, iR

12 (2 1k =25775) 4y AMRIIT S 2 FOIRAI T4 o f  FCR AA
G, WIS R LUK R

£S5 2HMHFNEREBFRNAIZHER

NBPT DCD
il X FHEE SR PR 5 FHEER ENEEE PR RICE
(%) (%) (%) (%) (%) (%)
1 1.98 1.94 1.96 2.01 97.5 2.08 2.09 2.08 2.02 103.0
2 1.98 1.97 1.98 2.01 98.5 2.07 2.07 2.07 2.02 102.5
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2.3 AR RS e R R

XF1.3.2 I R NEARE R 1.3.3 AR SRR
UCHERE SR, LA i o S0 b Ve P oA 32 g i Al
B, TRz W T R AR R A TR G, 2 A
FIRIPRIELME T R E R IR 6, ZREW], NBPT
fE5 ~ 100 mg/L Wk BEJO B N Ve G R R AP, 4tk
HH2E R L R>0.9999, 5 # R M 0.15 mg/L; DCD 7E
1 ~ 100 mg/L ¥ BEJE IR E R R AT, rEMHE
FHR>0.9999, 5E R 0.02 me/L.

F6 MELZEFEREER
% NBPT DCD
LT
MRS (R)

WBE A (mg/L )

FEEFR (mg/L)

W

y=15465.50 x+1607.57  y=88527.70 x+21233.70
0.99992 0.99996
5 ~ 100 1 ~ 100

0.15 (S/N=332.21) 0.02 ( S/N=400.05 )

2.4 AR

L2 g 1~ SRR 1301 1 4 ek AR
I3MT, FrS @ E UL 3. M 3 R, % g
W& FPIEEHRE S P Y NBPT 5 DCD #1748 303 55,
AT 2 A2 H 390 A [ B

S AE GRS 1 ~ SRR 2 e s 50 ) i i
L IR LS S R EIOR, R R T, |
27 A, 2 FPBHIFIA RIS 91.1% ~ 104.8%
F1909% ~ 107.6%, FWZ I EmmERREE
2.5 KSR
251 JiEoKG S RS

P12 P GRS 3R AT A 6 0 AR
W, 4 133 U AR T, 2 5o 2 Fh
PR S, PR RS, k8 n A, 2 F
ORI FVIEAT 6 UCVAT I SE 14 AH T A A 22 4331 Ry
1.94% 1 0.84%, FRENZITIE IR R

(T

PDA Multi 2 205 nm
a g
<
wv
(=
N
=~
Ay
z
. IC
L DU R R S R L R B R R T T T
2.5 5.0 7.5 10.0 12.5 15.0 17.5
g PDA Multi 1 214 nm
b
=
(9]
a
O
[a]
A
ooy ror T r T T o or T
2.5 5.0 7.5 10.0 12.5 15.0 17.5
Hs1E) ('min )
B3 HmekE
E: &l a 24 NBPT 205 nm; [ b i DCD 214 nm,
®7 OEIHHER
NBPT DCD
1 4P 11
Fras ) HOER meaR TR . VAR mRAE FHEK
(%) (%) (%) (%) (%) (%)
1 0.21 0.23 0.22 0.21 104.8 0.20 0.20 0.20 0.22 90.9
2 1.76 1.74 1.75 1.92 91.1 2.04 1.98 2.01 1.92 104.7
3 1.98 1.94 1.96 2.01 97.5 2.08 2.09 2.08 2.02 103.0
4 0.20 0.20 0.20 0.21 95.2 0.23 0.23 0.23 0.22 104.5
5 0.96 1.00 0.98 0.98 100.0 1.10 1.16 1.13 1.05 107.6
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*8 WEELRER BORR € 3% 0 A 5 1 O SRR AT ) SE . R BIESE IS0/

W5 YRk NBPT it (%) DCD 7t (%) DIS 6650 Hill 5 5 92 78 4= BRI B P A = 42 1k AR
1 1.96 2.08 Pk, I — 2P IRz I A N E PR AR E A T 1
2 2.0 2.08 AIATYE, T 4Bk 18 Z 40 M S 5 28 X 1%y vk
3 2.04 2.10 17T E BRI X, HX 5T 3% E PRbrifE R 5
4 201 2.05 ISO/DIS 6650 il 7E & 5 #E AT, SCH ke 1.2
5 2.06 2.07 Fr iR B4 #E 5 (A ~ D), 525 B0 W 4 it
] o7 206 53 B 1 150 5725—2:2019 ¢ 9l Bt Oy % 5 4%
A (%) 501 07 MY AERR R CIERRE SR %R ) B 285 e
RSD (%) Lo4 0.84 R VI T e T A S A i A vk )

17,
A FR 18 KL= 52 1Y 4 A AEBHEE & b 2 Fh
O 700 5 R R AR S DL 9.

252 [EPRSZIEE[E] b XS
7 B AR ME 1SO/DIS 6650 Hi A< 3CFF % 19 & 3%

#9 HEFREIEEELLXT 2 FINFIF S ENE R IBEE (%)
SEi e FEfL NBPT JFiit s34 (/KF ) Feih DCD B s34 (KFj,)
(%> i) A B C D A B C D
1 0.845 0.863 4.638 3725 1273 1284 0165 0.166 0885 0915 4593 3870 1.802 1.843 0.198 0.201
2 1025 1.094 4309 4569 1359 1360 0215 0195  — — - - = — — —
3 0.829 0.836 3972 4.178 1.665 1.591 0.53 0.133 0882 0.894 4068 4231 1.665 1.591 0178 0.168
4 0951 0947 4210 4135 1310 1328 0179 0.179 0998 0999 4299 4255 1.832 1.828 0.199 0.199
5 0918 0923 4484 4484 1356 1357 0175 0.175 0980 0984 4665 4717 1.896 1.891 0199 0.198
6 0931 0928 408 4.089 1268 1301 0176 0.173 0990 0990 4274 4258 1810 1811 0.193 0.196
7 0931 0983 4426 4359 1336 1351 0177 0.176 1.039 1.095 4810 4732 1968 1982 0.196 0.200
8 0906 0931 4430 4.199 1282 1276 0165 0.158 1.112 1126 5039 4863 1969 1932 0212 0211
9 0983 0970 4234 4099 1320 1381 0171 0170 1.054 1027 4403 4261 1.869 1943 0203 0.203

10 0.876  0.900 4243 4400 1309 1.332 0200 0.196 0995 0992 4558 4712 1993 1946 0.203 0.199
11 0910 0.908 3969 4.189 1.284 1287 0.177 0.175 0954 0972 4.137 4268 1811 1.785 0.200 0.197
12 1.010 0936 4380 4250 1480 1350 0212 0.213 1.020 0935 4560 4410 2.020 1.940 0.206 0.207
13 0945 0973 4576 4761 1553 1331 0.168 0.168 1.000 1.013 4779 5.050 1920 1.884 0.204 0.204
14 0982 0969 4274 4143 1284 1.245 0.158 0.172 0947 0993 4.666 4499 1932 1906 0.170 0.165
15 0985 0998 4367 4477 1349 1324 0.195 0.195 1.090 1.085 4.533 4.625 2032 1951 0.193 0.195
16 0962 0992 4.130 4.074 1376 1425 0.177 0.176 1.083 1.135 4700 4.608 2.022 2.081 0.206 0.210
17 0.799 0.790 3.753 3.852 1.157 1.131 0.222 0.222 1.030  1.020 4.665 4.782 2.001 1959 0.199 0.199
18 1.039 0982 4544 4298 1201 1242 0.170 0.163 1.032  1.052 4851 4576 1.870 1.829 0.202 0.201
TE: SEBEE 2 ONESHESRIE, ATl AYSCT DCD & hkiy 4 MREAREURE NS ROk B BA I R R GE 2%

AR 1SO 5725—2:2019 45 2 #4370 % E i 11
BREHATGAT RS, W R A4S (Cochran ) 4
65X S 00 = RS — B A TR 5, RS X i i
Cochran 6 5 {8 088 7 07 FH A% B AT 31 ( Grubbs ) £
05 X6F 52 56 % () 1) 58— B E TR 36 . 28 Cochran
& Grubbs {K KI5 % BE, NBPT I % JF 4G K
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THECIE A SRS 4 2 A 3R] 2 10 45
RAPEIME (m) . EEMEIRWEZE (s,) FHAMER
WEZE (sp)o BT 2 FPANRIGAIY s, s SXF R m 34
BAYPRMLECR, Wik, #s s 5 m T4

P, DAMORFRIEIZOITIE R S, P IE 5
LAUEERAF WA 10, H13R 10 ARISEE 2 Al
A& KRR, 20N E R E N EA R
Ay a I DA R B v R 6

R 10 2 #HMHFNSEFLHEMREETELER

NBPT DCD
ZH
A B C D A B C D
AR EH A 18 17 15 18 17 16 16 15
BIRHE R B EE A 0 1 3 0 0 1 1 2
FEME m (%) 0.938 4.263 1.303 0.179 1.009 4558 1.914 0.201
AR s, (%) 0.0236 0.1110 0.0208 0.0056 0.0231 0.1060 0.0324 0.0017
m 5 s, FERECCHR 0.0264m~0.0039 ( R*=0.9810) 0.0238m—0.0049 ( R’=0.9847 )
FEHMERRE 5 (%) 0.0673 0.2204 0.0651 0.0202 0.0665 0.2596 0.0792 0.0050
m 5 s, RREOC R 0.0487m+0.0120 ( R’=0.9913 ) 0.0572m—-0.0074 ( R’=0.9770 )
[6]  ZIRIE, R, Bkt SUCAICRIS: [M ). BT

3 #ig

AR SCR) FH A A B 0 ARG 000 28 XoF 2 o 41 o 5
S B RRAE P BT A B, dESr T X IR R
1 NBPT A1 DCD [R] B i 2 % /5 R0 A €5 53 B 5
Peo MET E AN XT R Y T B o 3 o B s
WU RSO R R E S R R, AT
TS A i A T T B RTRRH AL G N 7 RS ] R AR
ALK A%l JERLRE S RS NBPT 1 DCD HEA T4 85043
B M MERAIN A2 o S8 A X A ER 18 5S8R 28 A] He XSk
R ST AT, AR T A SO & R B
R4 3 P DA S s RS 2 B2, 1SO/DIS 6650 ]
SR 1 [ b o e

Sk :
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Committee for Standardization, 2008. reproducibility of a standard measurement method: 1SO 5725-
[17] [International Organization for Standardization. Accuracy 2:2019 [ S]. Geneva, Switzerland: 1SO, 2019.

Simultaneous determination of two inhibitors in fertilizers by high performance liquid chromatography and
development of related international standard

WANG Xin-hui' ?, TIAN Ye-wei' >, HUANG He-qing" >, YAN Kun''?, CHU De-ren'" (1. Shanghai Research
Institute of Chemical Industry, Co., Ltd., Shanghai 200062; 2. Shanghai Institute of Chemical Industry Testing Co.,
Ltd., Shanghai 200062 )

Abstract: In order to solve the problem existing in the determination method of nitrification inhibitors and achieve effective
management and control of new fertilizers, an analytical method for simultaneous determination of NBPT and DCD in
fertilizers was established by high performance liquid chromatography. The results showed that the linear relationship between
the mass concentration of the two inhibitors and the value of the corresponding chromatographic peak area was good in the
linear range. The correlation coefficients were all greater than 0.9999. The recoveries were 91.1%-104.8% and 90.9%-
107.6%, and the relative standard deviations of 6 parallel determinations were 1.94% and 0.84%, respectively. At the
same time, through the statistical analysis of an international comparison test between 18 international laboratories world-
widely, it indicated that the method not only had the advantages of simple pretreatment, good separation effect and accurate
detection, but also had the advantages of wide applicability and high precision. New international standard of ISO/DIS 6650
was a good testing method which could be used world-widely.

Key words: high performance liquid chromatography; NBPT; DCD; international standard

— 246 —




