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SCREENING OF ION-PAIRING PROBES AND DEVEL-
OPMENT OF ANALYSIS METHOD FOR PHOSPHONIC
ACID AND PHOSPHONATE PESTICIDES

ABSTRACT

With the advancement of RP Columns particles technology, based on the Ng or-
ganic synthesis and the analysis of synchronous integration technology, the indirect
photometric chromatography which is applied in non-conjugated organic anionic
compounds analysis possesses the broad application prospects. Traditional inverting
indirect photometric chromatography theory is unable to reveal the physical and
chemical interaction on the column reactor process. Therefore, the new mechanism of
action model needs to be proved. This article provides the nucleophilic addition indi-
rect photometric chromatography quantitative analysis method of phosphonic acid (salt)
pesticides, the representative varieties of glyphosate and fosetyl-aluminium which is
according to the new mechanism and the experimental data. The method is through
adding the anion into the sample in order to assess the influence on the sample meas-
urement results.

On the basic research of IEC-CD and IP-RP-HPLC-ELSD, selected ion-pairing
probes reagents diphenylguanidine of effective, easy, cheap, low toxicity and safety by
DAD and ELSD dual-channel synchronous monitoring. As well as optimising the RP
column, type and concentration of saturated monocarboxylic acid. In time, a new
method of IPC,,-RP-HPLC-DAD was developed, obtained data of methodology and
confirmed qualitative (LC-Q/TOF) and quantitative (IEC-CD). The ion-pairing com-
pounds’ theoretical values of glyphosate and fosetyl-aluminium are m/z 380.124 4 u
and m/z 321.123 7 u respectively. The measured values are m/z 380.131 6 u and m/z
321.130 7 u. The nucleophilic addition on column and covalent ionic reaction of com-
pounds was confirmed by two detectors and the delay of 10 s ELSD signal.

According to the a lot of data, the covalent bond compound which contains con-
jugated system, the mechanism mode of three-layer-based nucleophilic addition reac-
tions is proposed and proved. The stationary phase surface monolayer, the high density
of the amide polar group (the first layer) electrostatic attracts the mobile phase a satu-
rated monocarboxylic acid anion (the second layer). Due to the influence of the mono-
carboxylic acids resonance hybrid body, the diphenylguanidine cations (third
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layer) against static electricity will adsorb thereon to form a static layer. The measured
Au of diphenylguanidine of stationary phase is about 14 times higher than the concen-
tration of mobile phase after balanced. The key of the Ng organic synthesis is the crea-
tion of liquid-liquid separation interface to form a non-homogeneous system. This is
also the precondition of the application of nucleophilic addition indirect photometric
chromatography.

The diphenylguanidine as the ion probe reagent, the method of reversed-phase
high performance liquid chromatography for analysis of glyphosate content is estab-
lished in this experiment. Under the condition of RP 8 chromatography analysis col-
umn, the mobile phase was 0.12 mmol . L ™ diphenylguanidine/ 2 mmol . L™ propi-
onic acid aqueous solution, the flow rate was 1.2 mL . min, 232 nm 3D sampling
detection, the glyphosate and H,PO4", NO", nitroso glyphosate, Br, SO,* can be sep-
arated. The LOD was 10 ng. Among the range of 5 - 600 mg - L ** glyphosate has
clearly linear relationship between the injection mass and the peak area. The linear re-
gression equation is Y = -1.200 76X 10 >+1.546 410 ® X, r = 0.999 6. The level of
average recovery for 20 mg - L " and 200 mg - L is 100.09 % - 100.86 %. The RSD
is 0.41 % through measuring the 8 parallel samples. This method can be applied for the
measurement of glyphosate technical and the isopropylamine salt agent. Due to the
high concentration of CI in the glyphosate agent, the baseline separation of the both
ion compounds was not obtained.

Fosetyl-aluminium reversed-phase high performance liquid quantitative analysis
method of indirect photometric chromatography is developed through using diphenyl-
guanidine as the ion probe reagent. The conditions of the experiment were: RP8 chro-
matography analysis column, the mobile phase was 0.12 mmol . L™ diphenylguani-
dine / 30 mmol . L™ acetid acid aqueous solution, a flow rate of 1.2 mL - min* 232
nm 3D sampling detection. Fosetyl-aluminium impurity ions and H,PO3", SO4* can be
separated. The LOD 10 ng with the range of 5 - 600 mg - L ™ fosetyl-aluminium, the
linear regression equation is Y = -5.910 67X 10 °+3.225 5X10 ® X, r = 0.9945. The
level of average recovery for 20 mg - L " and 200 mg - L™ is 99.85 % - 99.97 %. The
RSD is 0.77 % through measuring the 8 parallel samples. This method can be used for
the measurement of fosetyl-aluminium technical and WP.

Due to the reaction between impurity inorganic anions in the sample and miscel-
laneous ion probe, the effect should be measured in order to identify the influence of
the various concentrations of the inorganic anions on the glyphosate fosetyl-aluminium
indirect photometric chromatography results. The experiment results show that when
adding Br < 4.98 %, NO, < 4.31 %, H,PO, < 4.98 %, SO,* < 13.04 %, CI' < 0.30%
into the glyphosate samples, the glyphosate quantitative results can not be affected.
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The concentration are CI" 0.14 - 0.84 %, H,PO, 0.16 - 0.22 %, SO,* 0.03 - 0.16 %,
NO; 0.05 - 0.08 %, Br 0.63 % in the glyphosate sample. When the amount of anions
is high in the sample, the impurity should be considered primarily. There is no influ-
ence on the results when the fosetyl-aluminium samples containing H,POs, SO~
<31.03 %. The measured concentrations of H,POs , SO,* in the fosetyl-aluminium
original drug and WP are 5.88 - 8.49 %, 4.74 - 11.22 % respectively. Therefore, the
influence of these two ions can be ignored.

The phosphonic acid (salt) pesticides nucleophilic addition indirect photometric
chromatography is simple, rapid, low-cost analysis and environmental compatibility,
which also possesses the practical significances on the same type of compound analy-
sis. The Ng organic synthesis is significant and of great value to the conventional or-
ganic synthesis and the preparation of new organic compounds.

KEY WORDS: glyphosate fosetyl-aluminium lon pairing probes Electric
three-layer Nucleophilic additions Indirect photometric chroma-
tography (IPC)
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Tab. 1 — 1 Registration status of main varieties for phosphonic acid (salt) pesticide

JREAE =R AR (REETD

Al ’ﬁ: ) Manufacturers  Manufacturers for Formula- _i%@af‘ i
The varieties forTC tions (including mixtures) Major manufacturers

= LR 13 166 WL 3 424 TH R A H
fosetyl-aluminium &
= FRf7 A H
S H B R ST R 123 382 Wi %
glyphosate and the salts
Vvl 14 76 VL 75 2 F AL TR 2 A
ethephon &
e 14 106 L 28 KRR 24 i 4 A PR
trichlorfon NI

1.1 Bl (H) FREFMRAmRMPER

1.1.1 EHE

HCE A FR: BB
JEIE 48R glyphosate;
4 BT Rk HEE

LR A FR: Folusen; Forsat; Glialka; Glialka 36; Gliz; Gliz 480CS:;
GlyGran; Glyfos; Glyphodin A; Glyphomax; Glyphosate CT;
HM 2028; Herbatop; Hockey; Kickdown; Klinik; Lancer;
MON 2139; MON 3539; MON 6000; Phorsat; Rebel Garden;

Roundup Max; Silglif; Total;

AR N-(BER F - H &R s
sk WE1-1;
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Fig. 1 - 1 Chemical structure of glyphosate

¥ 3: C3Hg N Os P;

FER A 7> 75 E: 169.014 01;

CAS &3 5: 1071-83-6.
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HATHRZ . ). IBAIETE 635 &4 MG RN, RIRE KGR,
LA S 1R R 57) d fh Z—

gl o ARE R AR, K. 189.5 CIHFEREMA, #EIRIE: <1.31x107

mPa( 25 °C), = F)H #: <2.7x107 Pam® mol™ (%) 20 ‘C), Kow logP=-3.2(20 C),
pKa 5.73. 25°CHffE/K VA MEIE N 1.05 %, ANET A VLIER, .
CTE5E, MmN e e T K. AT ABRIE, WIREAFREE. X
AL PEERER B A TR AR
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HOCEH AR = O BER R
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gty W 1-2;

7
CoHsO—P—0 | Al

H 3

B 1-2 ZUBREBLFEHRX
Fig. 1 - 2 Chemical structure of fosetyl-Al
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Tab. 1 - 2 Favorite ion pair reagents

WEHET W SEFE T Bk
Determination of anions Determination of cations Hydrophobicity
ififice VIR RRZRIN:
L% TR TR
P L TR %l
ThE JURIRIR n
% T TR
(Wi T =B R
ZRERS: 1 EY]R
DY PR S AR A TR
VY 2 FE A AR A B IR R Y
DY P e A AR A CE R n
U T HE A AR A BRGERETR

1.2.1 FiBFAHRS —RIMELRER

LR ORI

YL A FK: diphenylguanidine;

W4 BRI EER Ds {2HEF) DPGs XF —IRAT; N N-—ZRA; R R

e 257 DPG;

LR i 44 FR: Accelerator D; Denax; DFG; DPG; Melaniline; Vulcafor DPG;
Vulkacit D; Vulkacite D; Wulkazit; USAF EK-1270;
1,3-Difenylguanid; DPG accelerator; Dwufenyloguanidyna;
NCI-C60924; USAF B-19; Vulcacid D; Vulkacit D/C;
Akrochem DPG; D.P.G; Nocceler D; Perkacit DPG; Sanceler
D; Soxinol D; Vulcaid DPG; Denax DPG; NSC 3272 Aliette;
Efosite-Al; Epal; LS-74783; Mikal; Phosethyl Al; 32545-RP;

A FR: 1,3- 2R

teeedhityg . WR 1-3;

A 1-3 R LM X
Fig. 1 - 3 Chemical structure of diphenylguanidine
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53 F3: Cig Hig Na;

4y FR: 211.11095;

CAS &3x'5: 102-06-7.

TIRCA S A BRAG AR EE R, A BRG], bR e BRI e, H
BT IR 2R DR — 2RI A 88 -0 PR X5 s o

1.2.2 ZXAMBVIBIL MR

ali il o A B R BN, A UM, WRTE, Hombit. &5 146 ~ 151 C,
TN#E 170 CH O fft. GETHEHIR, T R, &5 BEFFZR, Kb
M 0259 - L™ (25 C) XHIEEMA — & ME MM . LDso (KB, 411) 323 mg
kgt X HEES A RO .
1.2.3 ZZAMBYRAE
1.2.3.1 EIMRUTAE

R = LR T T, 2RI R AN SO W 1 - 4, A4
WU B K AT T 232 nm. B EEHBE. = ZBRREE 4 BT S T & 4 A i
NS S N N A

232 4

A/AU

\\\\\\\\\\
nnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnnn

B 1-4 ZRREGEIFFONEH B
Fig. 1 - 4 The UV spectrum of diphenylguanidine

1.2.3.2 ZI9MIRUSTAETE

TR AR G E AT A (B 1 - 5): ITUERRER S 3 381 em 7 A8 AT
IS 43 5 M rr AT I AR R PR AR 5 R 5 A o e % 1 528 em .1 547 cm .1 639
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cm ™. 1686 cm ™ KSR R ER O ERER U . 1170 cm ™ g C-N iR .

m‘.-vf“‘\/*"""“ﬁw\“ Sy e F"-J‘“’”‘“""’W“W' “““““““ - ~ '\'\;’M M \{1 ”\\l iﬂl'
b A NP ™ [ M ™ )«J
‘I‘I‘J \ {I \I f‘ ‘\\ |’ \ f’\ f“’\\l { 1' ‘Ijl\‘\j M“ {
Vo \ \ .
\,’N I\ J H‘ e |

3000,

2000,

olem™

B 1-5 Z 3R e sl o B

Fig. 1 - 5 The IR spectrum of diphenylguanidine
1.2.3. 3 C-NMR #& AR B E]

ZEIEA T EAE, EHEEARREA 5 M, BC-NMR gy (& 1 -
6): ARIEDR (1) LB AN 8c149.96, SITEEEER IR (2) K 8¢ 144.07,
IR IR (3, 4, 5) 451A 8c129.32, MEHKN; 6c123.03; 5:129.93.

3 3
3N N)11\N 23
5 H H 5
| | [ [ [ T [ T [ T [ T [ [
200 180 160 140 120 100 80 60 40 20
ppm

B1-6 =K °C-NMR ik E
Fig. 1 - 6 *C-NMR spectrum of diphenylguanidine
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1.2.3.4 RitE

ORI R DL 1 - 7, LS SR AR RN s miz 211 Ny T T, AL
e, I ESE S T W R A A EHEA L% miz 93, ERAFMHR I
iz, ML E N . [RIIRERE AR B CoHNL ™ miz 119. miz 77+ miz 55 T FiiE
A 73 45 W R 2R R P AFAE

SUwe
N N 211
H H

77

51
39 ‘ 65 ‘
MH : | |

'y
ro
S

20 40 60 80 W00 10 1a0 | 160 180 200
m/z
B1-7 ZFey R4 E
Fig. 1 - 7 The mass spectrum of diphenylguanidine ( El )
1.3 Bifg () XRABEDTHEMRHAR

PR (5D RACEY S E N SMRHED A 57 3 B R A S A i (i
BYL, RETRS) O LR AR TR AU, ARSI TR, T
%, TS5, ARMRHBR A TP, #1249 77 55 B3R m AT iR . IR
AT IR AR R A 1 s RO B, SR AT T B TS e B EOR B
B RS EIAR S E B, RIS T BORERIEFIA L« R b7 B 5 4 s bt
B 1-3,

FAT, B D SRR MM EH B, = QM ea 5 245 L b7 I € ,
E0 02 s B 2 () A RGBS 28 5 I B SR ) % 2 T AR N S
) —FhFr BRI &, W DA T SR AN A SN E B T A R R
EEMR—FhigE. shalEhm, RBUZMIR, =IEZE, BRI L
BT T —E L, eFHER—PHEENTEE,

ST AT 28 SRR IS F B R (56 ) 26 AR 24, R ELSDI Mk, S AT i A2 1 7
RO AR A O B TR R AR 22, e R EOR: S AT AR
PEAATEN B DT, RERIT 7T AR 5, AEJRZG L iR Hr AR
JUPRA LA . FEKER ML — LA R EMEATE, tH—F



IR (Eh) FORZGE T XHRE R 5 W AT R

R LR S B Tt . BRI R 29 10 I NIRRT, BUERXUR I E 5. H R
B A= R ATAEZE N KA R

BB G (bR BT e A 1IEC-CDP3Y. Le/MS/MSE 4
T, H BT AR B B SR R I R AR K R, MEDAE RS, s T i oE
HHERE-GLIINE O, BRSO, (R &1 A8 ik 4y
B, (AHERENEFOEEENI Cetttt, HS% WMTIHETHEURSE
M Es. ErrmalERER (3 KR Lu A AV EE BN, HEELE
WA PR B 2 7 b R VP S R P U R S (0 R o T T AR
.

R1-3 B G BUEUHT TR EER

Tab. 1 — 3 Comparison of analysis method for phosphonic acid (salt) compounds

IPC,o-RP-HPLC-DAD

IP-RP-HPLC-ELSD 1C-A lodi
(ETHE C-ELS C-AS odimetry
H R 5 2R i
M5 BAES Sep- t % s o R
aration of impuri- h Al A PR Bl it
ties
M e 45 Firk 2z
Error 1~2 3~4 1~2 01~2
(%)
Sy F 1
Ease-of-use b i R
NE 3 & T Ay
Instruments  in- — K, TEMEE K, L@ —
vestment
T3 . .
Work efficiency ™ ™ i fe
IATRAR
%
The cost i i f i
AR R FEE
Instrument  pene- [ ik fik —
tration

1.4 [BEXE BIES G EMRHERE

A1 R B Rk (IPC) 2 A X A I SR AR RE 0 LR BRE T, 1878
B RS R I R, R B XA AT AR e R — e (s )

-8-



Rl N2 e AT

ST 5 BT AR S 88 5 (PR O 8 1 B 8 1) IN B ah AH m ] e A e, A
SRR T 45 G GRS, iR B T R AT N, T8

S8 H BRI E AR TR LR AT (1R R
X7 YT = X oY cvvvvnvenvenvennenneneeriereeneenenees (#£1-1)
A Xo= FE R KPR SR B 7
Y= JBIAR T R B A R B A PR R ) BH

XY= —EBKERE LAY

RN — R BE AR ST, B LAY KRS R HEEZ DA 100 £
ER S, ZEREEBEALIG, WHERREA, B8y s, DIAES
ARSI A N o ik O B RGP A IS h s BN A, [
FgAE B2 70 SEAH A T-m itk T 48, kAl 80 4EAR)E H A ARt
TR i vt A — B R, Pettersson 251 FH 1 AR €6 0% 1] 3246 0% 76
G D 7 PR B TR S EEAT T BT, bJE, Hackzall 2500y, BRI
REHAR, SO 5 RGBSR A B 7 S A il Bk & A&, T Hae T
TR I 7 B S R A S B BT BT A A BRI R
MG MM SCHMEZE. T HEE, EIEZE. I AERAPIEEATE .
B> RGN L EA R A RIERRIIPER . B4 70-80 ARARI A1 FE (i
R EREAR AT — BB BHE T, H R AE B A ik ST B
H U3, e, 30RO A 5 AT S 45 4, AE RIS S B4l (K TEHLBA |
FHES TH B, BB FRETNEY, (TZBORI N HEERE— 20K, 9
SLA B AR 73 AT — AR A B ARG AE AR DSBS H AT =GR o (i A A i Ae
T RAZ O BB AR OR AR 22 () 52 B NATTH DG, SRR} B e W] 1 T 5 o FLEORE 3]
A TR B R A P B i B A R R R R AR o BB A R R IR SR A gk 20 e A T o
I o B AR, AEH ARG, SR

TBAH TG A AR AR B A% O BB A 28 32 AT OG0, HE R s A N
T 23 B SR ERA AN R B 3 T A P AH TR A B B AR . BRI, INER
PEF B0 7R B B B 1 A FCAT NS DM I OBA T, Pt R iR
AT NBEEAE RIS AT A A3 LA R IF I 70 55

PR T T 422 ' P A ) € 3 v ) A R ARSI AL B 2R AU 22, H RTIE 0 J 7 i
ANINHIEIR AR . AR SCIRRIE, FEARTT LI N =AY & ein&a )
IR BT BT THEMEM “Piish” Y 288, @ik fE
WG B R P’ FH 4 B AR s 0 i )97+, 5 AT — € FR B2 . Bidlingmeyer 2 H B 1-%f
TS BT AH AR ALEE, I P T AR08 (B4 BE SR 9 e €038 43 B e R AR A
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E5 R o AR B 25 R AR PR AR o RS LA 1 T L A
RIBRE R R T XL R o A it DR B ™ A T i (R R 00 2 ) s F AR
15 578 7K e [ s R T PO MR B 90457 SR ) 0 B € s 8 3 A 5 Vit )
S fRIfE. SEHS BT KA, U TE, Seik TS DMAER)
kB, R T AFAE i SO R R ST T AT LI TG A MR A 3 4 A
WRMSC R B R P 28 AN I E8 K AT 0 T 5E o AR M 20 B C i AR AR D S
&%, SEERT. AJEATAEBORMLE, BN R, BRI, EIEE . R
JE RN PR B8 1T e SRAR S AT AR, ARV A G [l ) e SR €
WA, (HE, TR RN RE T, ik & R AMARE G e
FAPRAE TR M), FEKRERINTT VMM 77,

1.5 TN BIERER (F) XRAEIELEBIEENRE

BEIR (#h) ARG LM G B IIE R, HEARMSe —mt2f
BRI o3 BT T b R e R R ) . AR IECA ARG I 352 AR b v g
UG IEANRRPER (H) S AR R L, (A T T ol B AFE A AR
R EARAN K JEREID 5K, [FIFE 75 ZEE R AT R L rBoR b 73Ah J5vk
KA AL AL 2 R AR R K

ReBUAT S BOR S RO CE A Rob R &L i, DUty &
L4 7B R T R 5 A AL EWIIE N . B H AR, JERRBLEN
A7 R A E IR GlGR 1 B 7 LA S W11 B0 BE Tk O E FEARE . 1%
JHERI U EAE R IRNTT W I, vtk & A SRS A B o i BRI 55 - 80
TR — Tl LB €505 AT D S B2 2% PR 3 T 20 B B 88 1 AT WL ) 3 2K
WA . R ST 5l AR 7 i ok 2 SRR INTUBEIR (£h) SRR 2,
U1 = Z BRI AR SR R M TN 255 2 B P A

-10-



Rl N2 e AT

HE WURARGIEE AR M BB T RHREHE AR

REBUEHLT 3 Hxt GAE i SR C i A 2 Mol 7 i SR B AN )R A B sk
BB, AT RN —ANEAT N, BEE R AR I, B
B S S T R A A B TR A e AR ST LS € R IR B
WEE R NES, B TR DG ST BER (2R IS TR ARSI R &
PR A RN, A SRR R ANE I RSN B S W v OB i 2R A e
g . ARFERMAE EATASOR, DL AIUE Y& FXHRET, SRz silal 8ot
FE TR FINUER R IO I, $87m SR (v A D e 7 45 RO 1] 452016 B2 £ 8025 4 1
= HUZE LA R B HLE] . R LC-QITOF XA U B T X b & k474
T S AALE -

2.1 M5 5%
2.1.1 UEFES5EE
2.1.1.1 SRREREN
P RO AR B4 . Waters 600 #5572, Bt Waters 2996 45 4hm] WL AR & B4 51
frill#s (DAD), Waters 2420 HZEROGHN 48 (ELSD), Rheodyne 7725i 75

18 [ 2%, Empower Pro H i 3% T4 3k ; Waters Symmetry Shield RP8, 3.5 um
(4.6mmx150 mm) ik,

2.1.1.2 RHEBE-S 9 ¥EBIEE Y

FEE# A7 Ultimate 3000 A 3%, B LA LPG-3400SD VUt #T14%
WPS-3000SL H#hiEFE4%, VWD-3100 224wl #%, Chromeleon s 3Chi (il T.4F
Ufi; Waters Symmetry Shield RP8, 3.5 um (4.6 mm>150 mm) ik ; i 5 maXis
UHR-TOF jt 5 73 # U SR AT - 6AT I T8 5 354

2.1.2 KFIFER

Al 99.9%, H, 1EC HRE—ik e

LB 99.6 %, Hifil, 1EC HARIH—VEEE;

AN, HER AR; R, GR N 254 HItk kA R A 7

ARSI KN s ge = — oK (HHD;

BEH B 1000 mg . L bRHE S i K RECH . FREX 0.1 g CHEREA 0.000 2 gD
B BEALS T 100 mL BRI, FKE R 2 %R AR AERS 5 70, AR =
BREAEL 14d, HRIKER=Z=RG, WS e,

-11 -



IR (Eh) FORZGE T XHRE R 5 W AT R

= ZJIRER 1000 mg - L ARE S ik A KA RECHI . FREX 0.1 g CREHAZE 0.000
29) = LIETRERAEN T 100 mL AEHEH, A 90 mL /K, A ¥EHRY 30 min,
A1) B 5 5 B R B R RUNARE RS I8, IR E CE N RIAEL 7 d, AT
HERERG, WS M.

TRMK 100 mg - LMK VAR ] (£7 0.48 mmol - L™D: FREX 0259 Ok
%2 0.000 2 g) —ZRANF 2500 mL 4i A, sk, A8 PR 30 min, A1
R A A & KR, A ERE R RIAED 60d, ARMRKEE=EGE,
P41,

2.1.3 &M
2.1.3.1 BRERHEEBIEN
2.1.3. 1.1 BEHBE &4

WENAH: 0.12 mmol - L™ = 2EAT/ 2 mmol - L™ PR KR 5

WMENMRIE: 1.2mL . min ™ &S8R 30 mL - min™;

HEREE: 10 pL;

PREGI R FHBEZ) 5 min;

K K SE . 195 nm~400 nm;

Em K 232 nm;

RFEEAE: 1.0;

SHEF: 1.2nm;

Ias ] H b,

3 D K 4E;

2 D i E LLAL.
2.1.3.1.2 =m0 1F

FEhA: 0.12 mmol . L™ AT/ 30 mmol . L™ ZFER /K&

PREAE A = ZBERREEZ) 8 min;

M 2.1.3.1.1,
2.1.3.2 HHEEE-S O PERIERKA N
2.1.3. 2.1 BEHBE A

TR 2 T 2% A

WANAGE: 0.4mL . min™;
A3 HTESE: 30 min;
4 F 2.1.3.1.1,

-12-



Rl N2 e AT

J5 Tl oy A 2% A
BT mmi s S s L (ESI ;s
EME B 2800 V;
FHAES]: 0.2 MPa;
TR : 180 C;
THERE: 7L . min™,
FHEVEE: miz 250 - 1000,

2.1.3.2.2 =L IBEIRER M 2

TBAE I3 Hir %A
MENHIE: 0.4mL - min ™,
ST E] . 70 min;
AME 2.1.3.1. 2,

R SAE: T 2.1.3.2.1,

2.1.4 ZHERIR

HRAR 3 B ARG € (AT RSB, S A T RO &, S
SHURBSL. BRI AT B TR AA, RN R

2.1.5 FESIMHERBIEIIE

A N — A AR N T K A 2 OB 2 o SR AN TR B 28 A 1 Sk
. REJEVIIARBIA RS, BIESIMAER N RG] LS LA . R
PEm s AE A 2R CAE AT b B~ [a] S5 A0 AR AR 8], 49 S o B o T e A L 4R 1
B A R EAR P S R, B A RS A N AR AR
PRRES N A— N ESIHE R EFPIRES
2.1.6 ELSD BiERIS N EFXHLEMES

¥ ELSD Hi#4E DAD H 1 HH AR B A tH 20 43 (1) 26 R OGS 5 o
2.1.7 #NBEEFUESIEREXS O FRENE

K 1 HEE LC-Q/TOF Wl B XML SIS M AN 70 i =, J2E Mk B
PLETEA R S B gs N SE R AR T 2B RN B, T A B = 40 2B B i e
WEY. KXH (MZ yng—MIZ woi) IMZ wpwiE BN EIRZE

2.1.8 BIEHREXEEEE BIE AN
FEF A 2 A T 0 s B IRy 20 'C 30 C. 40 C, HEE T
KA ) O B P IR e T ) 28 P SR 25 S JRE X TR 4220 B ik A
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2.2 ER57e
2.2.1 —HEMHWERI(EIRE
2.2.1.1 =ZHE/HBE

TR CLE AR ORHEOR B S A HE B A T B 0 B 0 I ORI e R 7 22
IS FH T PR € 73185 73 A B R LR A 0 A 21 23 O 38 AT 0 o CREBIAT I A RoR
SR OHE A RO e i, USRS 2 b e R 4 se A HL
B CH TR R AT, SN A GG SERMIEM IS
Yoyt e Sk ai o8, BIETEMITH Vg e n &, e,
AT B AR A GE I WA 70 e 28 2 A [ 20 73 73 18 1 1 5 (K W B4 37
B, MR B SR S R S R A S ON, AR R A  T BE x A
Yo, SRJEZE TR S AL VB . AW FEU O AR SRAZ N R R 6 R
WHAEAE BRI N S B I SE R R AR, KRRl 45 R 70 il 1
IfR B LAY 18T A B AR ATIA R,

HEGEH “ 2 BT B A TR R R B (i (i v (LR,
FINIEFEVERI A RS, 7 28R IR SOR MAE LB . A8 I K& 1
W RE AN AR, RS R AT RSN A AL &4, SR BL =R 2R
RN S T BV S A LR .t st BAE (i A PAY [ I 77 £ 2 L F 2 A
=R, HEU=mENE, WARARAN N S 7R R

MU JZAF LA A SO Gl AR A RE P SR0RE £ 2R IOy T2, BLET 2
K F AR e N T R 2 /NI 4 22 LA RS A A A RIDRLREE A R o A M A 27 4
P WL 2 - 1, R b i A AR S e b, SUBEATTiT BER AR Ak T AR AR AE S
HI T A A pH>3, il 2 R AR PR AR FL N fL 2508 HY A SO, 3 e i 5 AH & 1
A S R R AR X R IS — R s T I R B R A
PR B _ETH N 2R —HUR

B2-1 #iEHTER
Fig.2 - 1 The structure of silica gel
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= HZVE LA RP8 (i ek (3] 5 AH o 5 A B A 22 AR U sl AR e 77
BRI R B4k, A I HAT ISR RS — R, S T HESIAE [ 2 AT
R PEBAHSE T T BRAE K 3 73 M B O I BRAR B & T AUK 5 81, A ERAR FA
BT IR BT WA RR T U2 B5, TR ER TR e AR
FHR R 51 W I AE LA 2 ] B NS i)z (B 2-2, 1 2-3); imahllh KEAF
FE B -0 0 2R IIAE TR IR BRI ERVE A T B 74k, AT UG I A
5 AT ) RIS 5 H T 3R A AT R AR I 12 1 PR R 5| W B A A L T O 28 = HL )R
Z=HEAERPT =R,

CHs s & iR R EIRP

B 2-2RP8 B R AMEELSATER
Fig.2 - 2 The stationary phases of RP8 column

@] O -1
\)J\ + HO \)\ + Hz0"
OH O -112

B2-3 ARKBTEA
Fig.2 - 3 The hydrolysis of propionic acid

ZHE S Z R G RS = iR 2 [ A
(K1, PRy B FR AR R 4 TR RN AL BT G R T RN
ZHE, HEEWRDBRAF S, B =R RS 2 - 40 DLEH BB
SR ZRAZ N BRI BE E i iR A VR RN L BRI 2 - 5.
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IR (Eh) FRZTE XRS5 0 M T idIT K

AR W2 35 um
Ultra-pure silica gel I. D. 3.5 pm

B2-4 BrRA=CETER
Fig.2 - 4 lllustration of Electric Three-Layer on stationary phase
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T SRR T A S AL S

Rk E e R FR R RR L K EM4EE TSI ER
Reaction zone of IPC,, Separation zone of Covalently ion pair compound

2 & QR 202090 08 Glelec) OF O o e o
SRR d 1) o SRR T SR R B s S e
S O © o -

© e C) ® * c® @@ > y @ Hy0* ®@ ©
@@ H;0" . " H/O\H
PN H oo @0 A o® :
o o o T o oo H o H @@ O® @@ o (SD H,0 (5.9
S © | ;

S
( ® . &  0 é % <) @
o ) © 89 @%888 %% %%%&gg é?% g@g %gg o0 8 %%e BRSPS, @

ﬁjfﬁﬁ@ —_— — H—HE: BuEAMMER Thefirst layer: Polar group of amide
©— $=WE: LHBMAMETF Thesecond layer: Acetic acid anion
@ — F=WmE: —RMMEHETF The three-laye: Diphenyl guanidine cation

©— FHBMETF  Glyphosate anion

B2-5 BRA=CEIHNIRTER
Fig.2 - 5 Stationary phase work process diagram of Electric Three-Layer
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2.2.1.2 T{Eid#z

= HJZE TAR R AR B 9], B B Nl i 5 50 2 B B O B R B
T, BEHBSHE FERSIAREE T T, 7E A S T 5 [ A R I —
ZR I BH 25 ¥k 1] [ S A2 | b . B S A A Z X i sh A R G —
AR 5 9 B %, [R5 P g R R I HE OB TR o0 A S FEAE
YRRy, BT RGOR BE 158 A0 W I A7 DR AR AR el o A S R AH RS AR RHAR
Ji » TR BN AEE T B X PR 2 s T T o B R BT B TR A,
[i] 5 A FELJE~F- 47 B DR B ™ B A 7R EER S A SR R 22 0 R A, R ok
K2, P Lz g /K KRG, B RBOGRE SRR 2 A
Ko

EE 2-5 R UUE H, REBRZEP=BEAMU G T RERNA A FEN RS T
REVERER o 4RE 7 s e B H B B 1 e T s I E R B B =2
KM, FEAMNER ZRKIHE TN =RERRF TR, KASERZ IR B A s
IS B MG, 1B T XAE Y T K PR A [ AH P I B 1) R
B o BH BB B AR H R IR MICRH B8 110 [R] i A543 — F )2 1 PR R AR B 88 -t
BT HR, U SR T BRAR BT B 5 HaO™ BB 2456 A2 BT R AN KRR TR E iR 30 AH
H . NERFIZK 73 R NS sl A IR FEBRAIR, k2 T8 158 41 a2s B I A iy i e
FIZRGi0E . 5 I RIS A A s s A BT ) P R AR I 29 A — R JICRH 25 1t 2 4 A
b SR EE TR B AE [ A b o 2 DR RAR B 28 A R IR 5 P 2 S AT
FSCTR A FEL 2 PR o 0 9, Al e A 00 Tl A 1] 7 A 1k 28 A A1l

TORNTAE RN AR T B KA S R e — N AT R AR, B LRSI AH TR aR A7 A E A
—EHERNS TR IR EAIABEAE SRR R g hn, e etk
TR G, DREERE AN — T RRATAS F Bk ] 2 . 1X 28 — ORI I A7 AE ™
AT MBI IR, HAaZ IR AR S 3ERRRE LS, R NE T XRE &R
Grg

2.2.2 FRMRR NEYETIR—RIEHERIESRERET

XF AR N SR as, J T AN se AT L& BRI SRAZ N Rl Bt il Ak
b, i RGP AP T T, RIVEEAS 2 G810 B AT A (8] 5 AR HL R i A1l
BURIER, R FH BEA 2 = 2B, 12BN B N TR AE 2 A A
APEA, BIEARSIAIR R AL SEAZ N BRIk R b BE 2R A

2 — 6 N EIERAE B = BERR AR T SR AT R KR BRI AR
WA, WOPBTIT AR RIEE — AP 509 X iR AR AICEE [8 5 A 1) e R 1)
T 114 min. FESNHIEEE N 1.2 mL - min ™, B UARE A 1 E e AR R AR

-18-



Rl N2 e AT

J913.68 mL. &2 — 7 AiFE 1600 mg - L =2 BRI Ak B, FEARRA
0.8 min, BRI EEAETAEN0.96 mL. RFSHAHMREME, ni&EH
[ AH b RIGR BE 2B AR 1 14 £, FHIGIE R (A N — s 2 e B T
—AEFITF RN M AESIM R R

A/AU

L

1 ZFR Aceticacid; 2 AR Propanoic acid
B 2-6 = EME- PR &
Fig.2 - 6 Electric three-layer build equilibrium curves

0.0 4
0507
070]
050]
050]
0.40]
0:30]
020]
010 2
o
0.10]
2 020
=
< 0a0]
-n40]
-050]
-060]
-070]
050 1
-090]
-1.00]
“1.10]
1.20]
a0 T T T T T T 3 T T T T T
100 200 300 400 500 5.00 700 800 300 1000 1100
t/min

1 KFRGE system peak of water; 2 BSTXIHRE R 4il% 1,3-diphenylguanidine; 3 Bfft:71 R4t system peak
of modifier, SPM; 4 ILMHEE T X b &% 7R & Covalently ion pair compound (DAD)
B2-7 ##1600mg. L" ZCBBREGFHmRAZLEEESBR
Fig.2 - 7 The chromatogram of injected 1 600 mg - L ™ fosetyl-aluminium (IPC,,-RP-HPLC-DAD)
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2.2.3 i (B) RXUESVFEBMBRRETESHEED

RP8 A2 Fi K F P % B0 1 Pk A 25 AT P 5 A R, AT LATE 100 %7K A 26 #F T
SRR A S R R B I Co BB R o B03E T 20 38w A A S M a4 88 15
S3HT. F 100 %/KMum A il RBefa s, fRIEER GG, AR, Ik
B A REE R BN AH 7K A, A IERLR T — )2 “/KIE”, ATEs 1
TR 2 I ke B ) REREBE AN B T 0 S A AR, NI AR ek T g% . 7
|IEC-CD F1 ¥ % RP-HPLC-ELSD F#ff 7t Jfili |, @it DAD. ELSD XUiE [7] 5
W, SR S5 BRI, IKEE. AR AR S TR EHAR
IR, AR HT TR AN I BEER () JER2h. LAEH B A0 AR R 326 FE
WAL A, N AU G AT R SR A HLE SO R (B 2 -
8). IRMAE RS T X BREMHA B A In BT SHAH A, 7RI S AH S0P 77 73 R R
THRFA. T E P 2RI A — R () IE BT 7ol T A IS, Ao B AR
WEEH BB LS, £E 100 %/KAH B3RS0 AR o405 o B H IR ]
BT BOH BERA B 1 R R A GBS TR T IR Fh e SRR A S A N e 5
A2 OB IS B B T S, I [ SR A R S X A S A TR BT A P 7
BRI IR IR . = CBRRER S 2RI S LB R S I, + Ak
FRMAE 2 - 90 XA B S TR EY, RAES T, &,
f£ SciFinder. ChemSpider $4fs /i HiAs R 4 A & Bl 2 71048,

R (5D FRAINEFRUASEAZRAA], —2RIUE A I SR — & A i i
FONERARSIAIR R T, 5 EIGE (R) 5 BORAZ MR A 2 ROV, AR BT I S T
Ao 1% FREVA T UL FH ST 75 5 H R B A B 5
TG . GG PIAE B BN AR IR NRE R PR T S 2 o iR B . BH
BT, M AN . SO RS A AN R R A ER [ K
Lg%, TEI%IR N % PR A I S SO AR BT R B O B ) B A SR MR IS B
JiT o A Ut 4 3 AE A AN R TR B M ECAT A, TR R AT R BN
HAMAL T — BRI A EH N E 200 R . BN E B2 1% AR =AU
SRR, IR IR T2 R N AR IR B A WL G AR A 4
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S Woe
H-—-0—C——CH,-CHj

e Il
O O — Lm0 —
HJ\H .ﬁ«J\H

BH2-8 FHBEL _RXMRENER
Fig.2 - 8 The reaction mechanism of glyphosate with 1,3-diphenylguanidine

N
—0—C—CHj

b

3
O

I
20

B2-9 ZUBBRELS - FRBRRENER
Fig.2 - 9 The reaction mechanism of fosetyl-aluminium with 1,3-diphenylguanidine

2.2.4 ELSD Bt &R EIES 1A

PR (Eh) FRZZRAZIN ARG B (80 2 Fir LT A iy, #3378 T ELSD.

CAATEIA . BT EY AR AE EAHE T EEAEM .. AR E TR
BT ARG A, PR IR, A ELSD JEIE R BE 5, A
HENTEE S B WRAER T & T EY, £ DAD. ELSD AN EIE &4
MZEZH R AE S, L 7Rz N Ed (B2-10. B 2-11). 34
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IR (Eh) FRAGE XRS5 0 M T T R

WENF R 2RI A 0.12 mmol . L1 iF, ANg2ng ELSD i (s S pilam; =
0.15 mmol . L &I BT I 2 7 A4 s 5

3
o
2
ot R 4
o 5
o
_| 5
~
LL "
t/min

1 JKZGilE system peak of water; 2 BT #R4H £241& 1,3-diphenylguanidine;
3 BB TR AR SR I IE Covalently ion pair compound (DAD); 4 Bt R 4% SPM; 5 LAk B
T EMIFE R IR (i & Covalently ion pair compound (ELSD)
B 2-10 DAD. ELSD sU# i F bt 35 ) -k F Adm i R 32 6 K &8 5% B
Fig.2 — 10 Chromatogram of glyph sate’s ion pair compound simultaneously using DAD, ELSD by IPC,,
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o
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&0 .00+
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4500} 5
40 004
%)
] =
~
[ 6
20004
25004
0004
1500~
1000 -
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1 /KARGi& system peak of water; 2 2154 245014 1,3-diphenylguanidine; 3 Bt R450& SPM; 4 H:iht
BT A AN % Covalently ion pair compound (DAD); 5 A4 Unknown peak; 6 JEREEEAR H,PO5; 7
LA T B 7R RO GG ik ig Covalently ion pair compound (ELSD)

B 2-11 DAD. ELSD sGBE R M BN = LR e Fhmm gLt L e %55 R
Fig.2 — 11 Chromatogram of fosetyl-Al’s ion pair compound simultaneously using DAD, ELSD by IPC,

2.2.5 BT EMEREN D FRENEZNE

HiT LC-Q/TOF HIll e iR (Eh) R GRFHMNFEH B, = 2BRES
BT R s AR B T SRS AR X o TR, UESE T AR ERRsERAE T
RN N . E5E, FH S B PR 2RI N A i 3 1k &
VI F 3 7% miz 379.1238 u, ARSI @408 M—H (1.0078 w), FrbA
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Intensity

IR (Eh) FORZGE T XHRE R 5 W AT R

A2 BB XA G AR N 43 I B B 9 miz 380.1316 u, 1 B H B RS T A
YIFS(E N miz 380.1244 u, =7 18.99 ppm, HFIEE LK 2 - 12. H#E, =
CIBFRER B T AL S A Y miz 321.1307 u, FiB{E N 321.1237 u, REN
21.95 ppm, HFUEEILE 2 - 13, KA (N2 i —MIZ win) IMIZ et HDN E R
ZE— N ES ppm, AR RZER KR SELNEAR G, Rl s R
ERAGRIR I, (HEARE B SR EEARYE

N 379.1238

] H

1 HNXN

L
o}
380.9900 O OH
500
380.1271
b . Ll e (SO - - . 5
377 378 379 380 381 382 383 384 385 386
m/z
B 2-12 FHBEE LB %R
Fig.2 - 12 Mass spectrum of glyphosate ion pairs compound (ESI )
x1041 ’
: 320.1229
254
201 O._ O
| PH

2 ] H cl)
2
£ O/ XNHz

] HN
1-0: O

0.5 366.9870

266.9992
498.9860
i 341.9874 398.9988 448.9012 477.0038 \
0.0 Ly \ " " I'LI | L Lo h a1 " I .
250 300 350 400 450 500 550
m/z

B 2-13 Z BB THLAHORER

Fig.2 - 13 Mass spectrum of fosetyl-aluminium ion pairs compound (ESI )
2.2. 6 BIEHIRE N EIEE AIEEMNZIER
b LSRR BTN, B TSR B TA) Sk Sy, BT
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WP AURIR N B iR E T 10°C, B ba A 1/3. |
BERT DL i IR AN 2R A% N B B N Y BEAT A8 5 XA & 0 R A B

2.3 INGE

AVUBER G RUEWRIREOCE CIEE, £ OISR EARA WD KT
N R 2K AN A RP EL AT (K S 2 2E NS AR B, 115 Sl A < Ak
FAME W& SR . REEAL G R OISR DU PR 7 SIS, S T 4N
ANERE B IR ERIE R D — R I Wb a5 & . B 7R =280
AHLE T, Bt G hLE T, KIS T TR BiE, IECHE
PLEARE, ERIBAE, NRESNE TS, PR () KB TR
W, RN SRR, FEAESIRR 28 R A A SR TN s B L A= i P S
WaEY) CnEH B = BRI EATEY)D T RO R o Gl o B R AME
Mo CABAR E AL A I B [a) B[ PR S e, i3t — 2B 4R 1 B 1 R EH 1A A
PUEE, & R PR S8 = i 2 N MR AZ N AT B S A LB, $iom 1 oK%
2N R H2 0 VA M I SR BE T A, 2 1 R TR0 B & 1 i ik (1A
Wo A BE TR G VIRGBIAR S 2 7 PR CgellsE , (H 71 SLAR S ) 7 22
NMRAIIE .
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F=F ETHREINAREIZRAEBIEENELEMML

FE LR HY BB T RHR BT S8 Al ORI et b, @S2 DL B, = 2%
AR VARIBER (5 FERARIRZIN RO il brik, KA HATRAN
JIEA () S AR e RO 3 S AN 25 BEAT I 52 o« AL i ik, R Ea R E
PEXTEFEARAL, W B A i 7 BAE AN B A i o i 25 AF . AN R &
YR 7 (0 B 1 X R AT AT RE DS T B 2R B AR ke O B BN S PR R
IR, AR A A I TS JE i R SRR S5, I3 &
TR E VI RIZR 7 I3 i Sk 2 5] FAE

3.1 MR5E*
3.1.1 UFEERE

ik AE: Waters Symmetry Shield RP18, 5 um (4.6 mm>250 mm). Waters
Symmetry Shield RP18, 3.5 um (4.6 mm>150 mm). Waters Symmetry Shield RP8,
3.5 um(4.6 mm>150 mm ). Waters XBridge Shield RP18, 3.5 um (4.6 mm>150 mm),
Waters XSELECT CSH Cyg, 2.5 um (4.6 mm>75 mm). Waters XTerra RP18, 5um
(3.9 mmx>150 mm). Thermo Hypersil GOLD aQ Cig, 5 um (4.6 mm>250 mm).
SinoChrom ODS-BP Cig, 5 um (4.6 mm>250 mm). Venusil MP Cig, 5 um (4.6
mm>250 mm), R[F2.1.1.1,

3.1.2 RFIFLER
3.1.2.1 BEH

R 2. 95 %, ZRIPLtb TARAA;
FUH PR KGR 33 %, REEILIIAR G TARA T,
B B R LSRRG 41 %, SEE LA A

3.1.2.2 =ZZBiR%R
= OISR TIR R 80 %, LR K ELAKR 2GR E TR A F
3.1.2.3 B

Hig. TR, KR, SN AR, 254 RFE R A F
HEE, o5, HPLC 2%, KPR A RA .
0212,
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IR (Eh) FORZGE T XHRE R 5 W AT R

3.1.3 i EH

3.1.3.1 Btk
W,2.1.3.1.1,

3.1.3.2 = Z R4
W,2.1.3.1. 2,

3.1. 4 BFXERENAFI AL

3.1.4.1 &N

AT (3R SORZACRIEM PR H B = ZBR S SOor IR 320 L il
TR, BT RRET G L O . ARYE B AR SRR, 5
Jifi e ST 2R IE R AT RERS T X IREHGT . D B Al S5 H AN = Z B IR B
T IGMRIE, P AR XSRS AR S BB B a (B R IO SR A
WAL, 3 SRR 2R B 5 7 A I SRR S W0 08 e e v 1 SRR BT 17 o

i

3.1.4.2 HiFEMNBEFIHREHAF

ERERNY IE . R T RIRRA L. R 2 kA, R S T R R b,
RS, IR hlEgt . BRI, AN, AREC RN, XK
FER R EERR h . R AN, ARSI L . SR M
3.1.5 DHEERIMIL
3.1.5.1 EHE

3.1.5. 1.1 iRk

B M ANHIN0.12 mmol - L 2EAT/2 mmol . L R ER KA, iE 1.2 mL
cmin T, A3 1L A AT, SRR A A
3.1.5.1. 2 BRI B i

K JH Waters Symmetry Shield RP8 & i 4, 43 5l FH < 4 0.04 mmol . L™,
0.06 mmol - L™, 0.08 mmol . L™, 0.10mmol . L™, 0.12 mmol . L™, 0.14 mmol
L 016 mmol . L™, 0.18 mmol - L = Z&AN/2 mmol - L PIER/KERAE R
AT ECH AT, AR B A S A, R B R
3.1.5.1. 3 BHEEFIRIE R

UL B0 AH U 7 A 5 R B 6 A S P Ok B U T ) R B R 3R . (S FH Waters
Symmetry Shield RP8 faiidt:, &5 ahAI N 0.12 mmol - L™ —ZRAKIE W, 535
R 4. NRR. TR, IRIR. CRRYE NI ShAH s 7R S Bk AT I 5
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WRE B R G P SAE S DR AR, 3 3 dac R B B A el i 751
3.1.5.1. 4 PRSI Ak %

i Fi| Waters Symmetry Shield RP8 ik, & JHizhAH N 0.12 mmol . L ' =
VB, W N 1.0mmol - L™, 1.5mmol - L™, 2.0 mmol . L™,
25mmol . L™, 3.0mmol . L™ 35mmol . L% 40mmol.L™? 45mmol. L™
(R PR A'E 9 i sh A etk 7R B g AT A, e 38 B AR T B AH A M AR B
3.1.5.1.5 HHLIAFMIEFE

K J Waters Symmetry Shield RP8 ai 4, 43 F FEE: 0.12 mmol . L™ =%
/2 mmol - L™ R =4:96 (V). ZJiE: 0.12mmol - L™ =22 mmol - L™
R =8:92 (VIV) ENmBIAEN B H BTG, Sk FEa &AL
3.1.5.2 = ZRBR%AR

3.1.5.2.1 il rkE

WE MBI A 0.12 mmol - L ™ 2EAI/30 mmol - L ™ ZEKIERL, 535k
3.1 BB = OISR AR AT I, IR B SEE ELEAE
3.1.5.2.2 BSFXHaFRM BE 1)k

i FH| Waters Symmetry Shield RP8 i, 43 5l FH <% >4 0.06 mmol . L™,
0.08 mmol . L, 0.10 mmol . L™, 0.12 mmol . L ™. 0.14 mmol . L ™ —ZfI/30
mmol . L ™ ZB/KIERAE NS AR = Z B BRAR AT I 52, e 3 B A B 15t
FIHRE o
3.1.5.2.3 Btk

fii FH| Waters Symmetry Shield RP8 ik, [EEzhAH 0.12 mmol . L™ =
RNMOKER, HAERPRR. 4R W TR, KR, CiR. FRIZEK. TR
IR CBRINIE . R = CIRIE NS COME A = C R SR AT I E
16 B B AR R B A 27 o
3.1.5.2. 4 IEFHIR I A%

ffiFf| Waters Symmetry Shield RP8 taifétt:, [ zhAH M 0.12 mmol . L * =
FEACARKVER, 4> Wk W E N 14 mmol . L™, 18 mmol . L™, 22mmol . L™, 26
mmol . L™, 30 mmol . L™, 34 mmol . L™, 38 mmol . L™, 42mmol . L 2
VE RN AR S TR = SRR AR AT M, B RV B A etk TRV FE
3.1.5.2.5 Wiz A%

ffi Ff| Waters Symmetry Shield RP8 fai#E:, 435/ FEE: 0.12 mmol . L™ =
/30 mmol - L™ 2. =4:96 (V). ZJiE: 0.12mmol . L™ ZZE/30 mmol - L
T2 =8:92 (V) VENFSHHRN = Z MRS HET I E , EAE RN .
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IR (Eh) FORZGE T XHRE R 5 W AT R

3.2 KR 518
3.2.1 BFIHHREAFITHELER

YR 3.1, 4. 2 ARG8T R TR R (D AR A H 1B
S OIERRERHAT TIE . A 2 YOS, RS R, R LR
Ho RRET R RS CHERAE . AR AR, BRI, X
T AN RE 5 R H R = SRR R B PR e o aRIRIRIE. X IR F
ERIRER T 5 ARG eI XT, B E T XA S WD LERE 3 B0 DR B FLIR SEAE AR 36
R E . BT R IR ERRRABIR T AN AR e O e B, H2
TR EWA TR, B xR oA

WU —Fhoih, — M THE4 7 PIASAA, 12 232 nm RELHBGRETE A
M, 53 AR SR FR L TSR B 4 R Bk KR, SRS 7R
A — JUR R B A R TR ISR 11 88 7 IF 5 H AR A 5 4 SN T et 2 )
ST B AL ST, i K e R AR e RO (3R SRR A4y
B e B T REHRG . e PR A8 BREY . IRRE. K AE TR
FPERAMAG . A — PR B RS R, NARE 7 BT O3 B 21 4
FRe UK B B B R B TXREE 2 7o RN FE B T A AR = i S A4
PLEBE, AU, Bt & T AFBR GRD R Tat i /515
BB FRREHRG, BB, PREME, AR B RSEE R,
3.2.2 EHBSHRM

I P €0 VRO T AN T PR BN AR e o BB, DR MR B AR T
RE IR B 1 OREEET & TR — MR g0 S REBER
[l AH b B X REE R BT, AT S B T R SR AE
3.2.2.1 @ik

A — M AR ER & AR 1) (i 4 (HPT. BHC. CSH) JEAK
EA T HEREE IR (G FRUEMNEDERE A, 40 H H 3 25 2 [ e A
51T Si-C %, Si-C-C-Si % FHAEMME T . KEEEMBER (3 RawmT
DL — ZARAABURAE 3 CAE b A = S sh S 2R o R Al e A TE IS B i
PEROR . BREEB IR (35 BIEW. @il Xy bl 3. 1.1 Eiliik i) 4 B,
% FH] Waters Symmetry Shield RP8, 5 pm (4.6 mm>150 mm) fikk:1E J 7 B,
JURe gt TR o3 e (9 e 2R LT 3 - 1. = fRL 2 P48 Pl 7 B R I ) K 0.5 hs
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RP18 (250mm)

RP18 (150mm)

RP8

Xbridge @it
Xselect  Column
XTrra

Hypersil GOLD aQ Cyg
SinoChrom ODS-BP Cyg

A/AU

Venusil MP Cig

t/min
B3-1 Ut e g EdBRmELR EikEiy B A
Fig.3 - 1 The chromatogram of glyphosate using several typical column by IPC,

WiENAH: 0.12 mmol . L diphenylguanidine / 2 mmol . L * propionate aqueous solution;

Wiid: Xselect, 1.0mL . min*; SinoChrom ODS-BP Cig. RP18 (250mm), 1.8 mL . min?;
AN 12mL . min?;

PREUEA: 232 nm.

3.2.2.2 BFIRAFIKRE

fE.3.1.5.1. 2 HIE$E 7 AR EE ) 2R IO S H B AT e, Wil 3 - 2 fr
TNe BEAE ZIRMGREE 3N, FOH B R RPN, B RS
e LU B RS K. 24 IR KT 0.10 mmol - LI, S R i %7 4 189 )
Al T 2%, WA IS B AR B B IRDR R4 40 8 5 e bl #%4% 0.12 mmol - L™
TN R B A B IR
3.2.2.3 MM

W% 6 PR — JC R IR VE NI s AR e SR S H B A T I e, 25 SRR 2R
HEZ. THR. KR, CRRYATET. K3-3d, FRSEHBEAGERN, 2RE
SR BRI AR B R, AER B T S CVE R SPM 318 RIF4r &5, BRFFIRAL,
HA SRS B FXAEY S SPM 4y B5emid BT at, BRI —  7E ) [ AL AR
FHEEREE BCEESG NG 0. RS FIRILRMR, TEHT = SRR AR I R I 9 5%
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IR (Eh) FORZGE T XHRE R 5 W AT R

A/AU

Peo JHIL AT AR 203X AL SO R AR A oA B B 8 A ] ARAR M T v XU AR
PG 43625 RS F P R 9 73 A B BN (R e Pl L8 1 x4 S O v
Al A, RO AR, B iR IR, AME R LSRG 1 7 B ity HL 734 3900,
Pt LA 5 D9 53 1 e 5 o

0.28

0.04 mmol -L*
0.06 mmol -L™*
“ 0.08 mmol -L*
0.10 mmol -L* =348
0.12 mmol - L * Diphenylguanidine
0.14 mmol -L*
« 0.16 mmol -L*
0.18 mmol -L™*

t/min
B3-2 FARKRAZETHAMNEGRAZLEEESHE
Fig.3 - 2 The chromatogram of different concentration ion pair reagent for glyphosate by IPC,
i Waters Symmetry Shield RP8, 3.5 um (4.6 mm>150 mm);
WEhH: AFEIRER 2L /2 mmol . L™ propionate agueous solution;
JiiE: 1.2mL . min
PRI 232 nm.
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—— Y& Methanoic acid
L& Acetic acid
# & Propanoic acid
T B Butyric acid
—— J&B Pentanoic acid
B Hexanoic acid

A/AU

SAEmE 7 Y

nnnnn

rrrrr

t/min
B 3-3 RAAMAEAXABRMNGZLHBEZELEEE LS HE
Fig.3 - 3 The chromatogram of different modifier for glyphosate by IPC,,

EiFE: Waters Symmetry Shield RP8, 3.5 um (4.6 mm>150 mm);
JishA: 0.12 mmol - L ™ diphenylguanidine / 0.015 %/ [l it [ B K 7 ¥ 5
Vi 1.2mL . min;

PEBE K 232 nm.
3.2.2. 4 MMFIIRE

B3 -4 £ T et AE 1.0 ~ 4.5 mmol - LS A, St H e 18
TREAT BRI . RS RIS B AN I, 5 H e LB S 39 I s BRI, IR
WIES 1.5 mmol - L~ S B 5 K o LR I B 2 I e
HBEARRE S A B . MU H B S AR 55, SoERlIEE 2.0 mmol - L AR
K. AR I e 2 4 B H B A o B I e s R SR AR B A, 2R
I SO R AR B (80 P AR B € T A = vl 2 1 S P il 2
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IR (Eh) FORZGE T XHRE R 5 W AT R

AJAU

1.0 mmol -L*

1.5mmol -L*

2.0mmol -L*

25mmol -L'#H#

3.0 mmol - L " Propanoic acid
35mmol -L*

4.0 mmol -L*t

45mmol -L*

nnnnn

nnnnn

t/min
B3-4 RRKREAMFGELBREZLEE LSS HE

Fig.3 - 4 The chromatogram of different concentration modifier for glyphosate by IPC,,

&% HE: Waters Symmetry Shield RP8, 3.5 um (4.6 mm>150 mm);
JishHH: 0.12 mmol - L™ diphenylguanidine / S [l ¥ 5 () A B /K ¥ 5
WiE: 1.2mL - min

PR K 232 nm,

3.2.2.5 BHLEF

5 H B B S s, OREE AL TR Rk 2 7, A LA
FURIIIN R RN T B F XM AR EEAE, AT DAZIR B0 B A I N A HLE 77 it
ITHEAt -
3.2.3 = ZHBERB D Ih &N
3.2.3.1 @i

BRI EE 3. 1. 1 BB A A B O, S BRI R B Waters Symmetry Shield
RP8, 5um (4.6 mmx150 mm) iA1= LB R 70 B it . VR4S
LK 3-5.
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RP18 (250mm)

RP18 (150mm)

RP8

Xbridge —fifE
Xselect  Column
XTrra

Hypersil GOLD aQ Cyg
SinoChrom ODS-BP Cyg

Venusil MP Cyg

A/AU

T T T T T T T T T T T T T T T T T T
200 4.00 £.00 8.00 1000 12.00 14.00 16.00 18.00 2000 2200 24.00 26.00 2800 30.00 3200 34.00 36.00

t/min

B3-5 LARABEEHRGZCRREENBELEEEE)HE
Fig.3 - 5 The chromatogram of fosetyl-aluminium using several typical column by IPC,,

W ENHE: 0.12 mmol . L diphenylguanidine / 30 mmol . L ™ acetic aqueous solution

Jik: Xselect, 1.0mL . min; SinoChrom ODS-BP Ci5. RP18 (250mm), 1.8 mL . min ?;
AN 12mL . min

PEHEK: 232 nm.

3.2.3.2 BFMAFIKRE

F£3.1.5. 2. 2 ke 7 AR A 2RO = Z B 34T g , 4l 3 - 6
3—7. Ps = LB AR BEE — ZRMIGR B RO AN g n, 24 — R K
F0.12 mmol - LA, Fom R TV A IRIE R 87 SR I E i sl A
BRI S BA LA, An SRR L R T 2 e At 2o A LR T, ™ B S
FELER . BT 0.12 mmol - LN IS B R

-35-



IR (Eh) FORZGE T XHRE R 5 W AT R

A/AU

8.8

8.6

8.4

t/min

8.2

8.0

7.8

0.22

7 —8— t/min
- —e— A/AU

- 0.21

- 0.20

- 0.19

A/AU

- 0.18

- 0.17

- 0.16

0.06 0.08 0.10 0.12

= 3% Ik Diphenylguanidine/ mmol . L *

0.15

0.14

B3-6 REKAESFRFMNZCBRRGHE. AN
Fig.3 - 6 Effect on retention time, response of fosetyl-aluminium with different concentration modifier by IPC,

0.12 mmol
0.14 mmol

0.06 mmol -
0.08 mmol -
0.10 mmol -

- L " Diphenylguanidine
L1

T
600

t/min

T T
1000 11.00 1

B3-7 RRAKESBFHEAMGZCRRIMBLE EHEEHSBR

Fig.3 - 7 The chromatogram of different concentration ion pair reagent for fosetyl-aluminium by IPCy,

iR Waters Symmetry Shield RP8, 3.5 um (4.6 mm>150 mm);
WENH: AREWRER — 20K /30 mmol . L ™ acetic aqueous solution;
Wik: 1.2mL . min
P K 232 nm.
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3.2.3.3 M

PR TR TR, PEBHAR SOk R 11 3% B R E 1 B TR 15 AT
WIHEE TR =AM 6 MBI —IuRIRI IR LRI, X = LB e a]
PG ORI . TE 1 BERRAN = SRR et — RS = 2 R
ARERRT . RSO RCREUK, WER. TR, KR, CIR¥InI o, HRE 1t
W R AR (W) (LIRINER) (HIRRITIIR) 1RIRAF A
ORI O B0l BB RIERIRE . 219, AR, BRETRSERN R, e

LIRS (B 3-8),

0.50

0.30

010

A/AU

-0.104

-0.20+

-0.304

-0+

-0EB0~

-0.704

-0.80+

0.00

——— Y& Methanoic acid
TB Acetic acid
# & Propanoic acid
T & Butyric acid
——— JXE Pentanoic acid
B Hexanoic acid

T T T T T T T T T T
200 4.00 E.00 800 10,00 12.00 14.00 16.00 18.00 2000 2200 24.00 2600
t/min

B 3-8 FRAMAAIMFGZCHRERNELEEEL)>BR
Fig.3 - 8 The chromatogram of different modifier for fosetyl-aluminium by IPC,,
i fE: Waters Symmetry Shield RP8, 3.5 um (4.6 mm>150 mm);
W ENHE: 0.12 mmol . L diphenylguanidine / 0.015 %A [ F 2k (1 B2 7K VAT 5
Ji#: 1.2mL . min;
PEEE K 232 nm.
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3.2.3.4 EFIKRE

K 3-9.3-10 E£HZEIKEELE 14 ~ 42 mmol . L TEEKN, 1E A7 It
FXS = B ERER M N AN LR BB IR . bR LRI PRI, Bk &
B AWTIE N . 24 Z B R T 38 mmol . LY isfii S 23 FREEH. 2%
VERR SR SO A IR B AR RIS, R RE F7 358, 25 Xk S PR B AN
WSS o (224 BRI E T 30 mmol - L ™Y I3 1 nb et B e R I 4 . S i
(155 B A o B IS ) T R RO , B %6 5 30 mmol - L VRN ZLBR M SR ALV

K& IS 45 SEAIE B = 2 B8 IR 45 AN 10 72 15 W IR B30 i R 1) 2% A4 #5 T LAY,
X, AHZEH R A ERRIE T AR L. XEFA=CRRE S, 7
K ARRT LSE 4 o B R R IR IR AN AR B T (HR L H B N E VLR, WA R
O P L B AR RIS, A0SR pH R/ S I H R s, bt ek
TERES F XA BT AR S S 7 V5 BB AR B btk &5 4504 A v
JB PRI AN [R] S 6 28 1 R R R S AH SR 7)o S 3l S5O 770 R R 1 DR/ A 8 %o
BB RBER R 2 —, AR I B - S AE Ea AT PN 1 OR B A0 IOAH 20 Tic €

A/AU

14 mmol -L* \\
18 mmol -L*

22mmol -L*

26 mmol ‘L1z

30 mmol - L Acetic acid

34mmol -L*

38mmol -L*

42 mmol -L*

t/min

B3-9 RRAKEANMG=ZCHRENELLEEESHR

Fig.3 - 9 The chromatogram of different concentration modifier for fosetyl-aluminium by IPC,,

. Waters Symmetry Shield RP8, 3.5 um (4.6 mm>150 mm);
VENAH: 0.12 mmol . L * diphenylguanidine / A~ [F) B ) . T8 /K 1 5
JidE: 1.2mL . min;

PREUKEK: 232 nm.
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RIJEER, B2 Ul 24 B 1 XA S BB A K [ e AR VIS S EL O B N B i e
[z, HARBE I .

9.2 0.35
L 0.30
88 -
—=— t/min - 0.25
£ 84 1 —e—A/AU 2
= L 020 <
80 -
L 0.15
76 1 1 1 1 1 1 1 010
14 18 2 26 30 34 38 a2

T B Acetic acid/ mmol . L™
B 3-10 REKREBCRN S =GR Se 080K & A8 %R
Fig.3 - 10 Effect on retention time, response of fosetyl-aluminium with different concentration modifier by IPC,,

3.2.3.5 BHLAET

f£3.1.5.2.5 1, JpRl$E 1 FEEAN Z g R HLE AR i sh A 4 6y 70 =8
SRR T AGEY) (B3 - 11, B3 - 12). HEAEARBIARR IR T 30
FH A B XHAFN P, FEEARR, H RS = Z R4S LA BE RO . R A
ZHEVE AN —2RART P = ZBEER B T, (ER B X AL 5 i LB A
HigdtE 2, T WANIEFIAG B R SER 7. B (G Kb s¥n
TS B S IURIN N 25 RER s o R g LU A AL, ERIE
AT, PRI

"
it .
a0 et st meww oA oo

t/min

B3-11 AshAAFAH 4% PENZCUBREGABZELEEESBR

Fig.3 - 11 Chromatogram of fosetyl-aluminium with 4 % methanol in the mobile phase by IPC,,

A/AU
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A/AU

- Umiﬂrfu
3-12 WHHFBER 8 %ZIEN = Z. B4R i RIEL B % 5 5

Fig.3 - 12 Chromatogram of fosetyl-aluminium with 8 % acetonitrile in the mobile phase by IPC,

3.3 IhG

ARFES T A IRAE 5 3 R EH G, PR OGS AEAE Ly e A HLE R
&AM A, AR = BRI (B BRI
HATRE G S E B ik W EOREAERISE . B Xl B . sl A 77
FIRP AR BEAT T ASARAL, W€ 1 iR 6. SEIL T T RIS 4b
RSB S S AR IR (B8 ARG BH B, = Z BRIR AR R 50 AMS I 2ok
BEAT I ATIE I B bm o BEVE S T8 KA, G QU B 98, ek 7RG A
R BT 7 B, AR T AR R R . R RN s IAAEE 1 R A
JKS ZRAK, Eil 5, weIMR, ATV RS REBONR RO, G
VESF s MR ERIE . TR, X e RV AR SR RN AR SO R AL
IR A R (D 2 il B B AR BAT B A AR 2 R
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FNE EHBENE TIHRSHENE

EH BN HEROATEY, T oAa e, BT A SR AET
M7 vk RIME R T B RO AR it vk, AR R B 38 e oy B B R Bl A FH
AR A SR i e BTSSR T R B TR A R AR A S B B R s T
TE A G A I AR 21 A% 0 il s B A e ) 5 A 68 AN AL 1) 8 - 6 S A B AL S
AT, @2 BRI T RIFE k=5 F e 45 8, NEH B R 24 .
H AL T — P B i E &I AR F B
4.1 MR 5EHFE
4.1.1 UFE5EF

2.1.1.1,

4.1.2 KFI5HH

B B4l 99.9%, 20 3.1.2.1,
TR, AR AR, [E 25 B ERF A R A A

4.1.3 THEH
H,2.1.3.1.1,
4.1. 4 SBNFIES5EE
.22 SRR,

4.1.5 ARHIECH
4.1.5.1 FRERR
W,2.1. 2,
4.1.5.2 H&EAR

S MIFRELZ) A 0.1 g CRERAZ 0.0002 g) BEHBEEZ . k. SRS T
100 mL BH&EH+, KW 2.1.2,

4.1.6 FEF
4.1.6.1 ¥HIRAINE

HL 4.1, 5.1 FrECH] AR UE T 1290 K 20 BIFs R 10 mg - L™ .5mg - L™,
2mg - LY 1mg . L EH B bR AEA L 7E 4.1, 3 44F RREFE T, L SIN=3
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TR B B RS PR o
4.1.6.2 FrAERZAY LR

W 4.1, 5.1 BT A S H AR VA AR R AN TR K P AR ARV (5 mg
L' 10mg.L™ 20mg-L™* 50mg. L™t 100mg. L™ 200mg . L™, 300
mg. L™ 400mg. L2 500mg. L™ 600mg. L™, 7 4. 1. 3 &4 N R T,
DARERE B m XU T AR A 22 ) B I o a0 A B b v il 2
4.1.6.3 HHAE

KR B VELE B H A i R S 0 R A A AT I I [E Sk, PR ik B 20
mg . L™, 200 mg . L™ 2 MKCF. SEANRIKE 5 REEIE, THE LA EL
e

4.1.6.4 ¥BEE

S FREL 8 M4 & H B 0.1 g GRERA% 0.000 2 g) HIFEM T 100 mL 2 =3
b, HKEBRZRZIE. SREHKMBES /5, 78 4.1. 3 M4 ENE, THE M
X B THE e 22
4.1.7 EHBHRES=RNE

41 35N, 5 4.1.5. 2 ALl RE s MUK G RE S0 BT . ANk e =
SRt RS EIES B FEk e B4 B AT .
4.2 RS
4.2.1 SGmEIESEEER

BH B K Bl RS B8 44 40 0 H 6. 2 IRkl elalifb ) B R R AT R
DI E AN, WREEIERIT . IR TR 2 — N, AR T ZiE.
g fE, EINNKERR, e kP E b 3 LA L. 4ifL/E 1 1EC UK 4 - 1,
IEC. HPLC HfRIH—, xE{H 99.9 %.

4.2.2 FFEFHE
4.2.2.1 {HR
7E 4.1, 3 T 4644, LA SIN=3 i, Szill#H % LOD 10 ng.
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E/mV

i/min
a 4ifkJ5 After purification; b Zli{LFT Before purification
1 <% impurities; 2 R HBE glyphosate
B4-1 FHBRAMMTEHETEEY>HEME

Fig.4 - 1 Superimposed ion chromatogram of glyphosate technical before and after purification

4.2.2.2 frERRZE

PLBERE SR B m 5% M AU TR A 28 S B B rbrE i £ (8 4-2),
ZEPERIHSFE Y = -1.200 76 X 10 °+1.546 4X 10 ° X, #HCZA % r=0.999 6, B H
f£5~600mg - L IREETE LM R R 1T,

10000000
8000000 F

6000000 f

FI/A

4000000 F

2000000 F

0 1000 2000 3000 4000 5000 6000
m/ng

B 4-2 THBEGFAEEK
Fig.4 - 2 The standard curve of glyphosate

4.2.2.3 EHMERRILER

YT R F R IN 1SR 2R o 7R3 52 0 T 461 RIS 20 mg - LRI EEIR N
[l A 99.79 % ~ 100.83 %, “F-H4[E[UEZE Jy 100.09 %. 200 mg - L ™ EikE AN
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[N 99.87 % ~ 101.78 %, “FIJEIF A 100.86 %. si0lEISGREE 25 3% iH
AR R BN ESR . BB 2 NKFRE I ESORE A R WE 4- 1,
R 4 -1 EHBERBINEBRRK S R

Tab.4 - 1 Recovery of glyphosate

RSP0 mg - L) BACPEHRMEO mg - LY
wIngE wINE
For:ification/ e IR RSD/ Fortification/ e e PRI RSD/
Recovery/ % Average/ %o % g Recovery/ % Average/ % %
0.0108 100.00 0.098 9 101.43
0.0116 99.87 0.102 4 100.96
0.0104 99.95 100.09 0.42 0.1013 101.78 100.86 0.79
0.011 4 100.83 0.104 4 99.87
0.010 3 99.79 0.1000 100.25

4.2.2. 4 IBERERNELER
RS ER, JCPATREIS E H R B A R LR 4 - 2, iH5 RSD
0.41 %, A WA VLRSS E RIT.
R4-2 EHBEBREENEER

Tab.4 - 2 Precision date of glyphosate

W e fE -

i PR Measured szzr?g o Sx RSD/ %
No. Sample/ g value/ % ge/ 7o

17 0.100 4 93.71

2" 0.099 9 93.47

3" 0.1105 92.63

4" 0.108 2 93.62

6" 0.104 3 93.41

7" 0.1019 92.97

g* 0.1136 93.71

4.2.3 EHBRPEENEER

EHBE RO B LA 2 - 10, TR HBEE AR, R
AT R RS /T, AR THE RS FABRNMEY TS EHBERA
JEER M o B L 4 - 3, R ES T RIS BRUK, X RS I e A i
SO APATEERILER 4 - 30 AL BRI B IR € T2 X6 9 it i 25 SR A T
FE, RSD B FAcfta iR, M mELEol. IRERHERBH LT ECED
PR
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t/min
B4-3 FHBRARERNECESHA
Fig 4 - 3 Chromatography of glyphosate isopropylamine salt by IPC,,

R A4-3 EHBERZ. FHBER R 2 HE

Tab.4 - 3 The data of glyphosate technical and glyphosate isopropylamine salt

1) A E./ 0/
FE A Average content of RSD/ %
content of glyphosate
Samples glyphosate
IPCha IEC IPCpa IEC IPCha IEC
93.71 93.15
= /\é_:_A
| THE%F f:J ical 93.00 93.20 93.61 93.08 0.61 0.18
glyphosate technica 94.13 92.89
EH R AR 42.42 41.11
glyphosate isopropyla- 42.19 41.02 42.33 40.67 0.29 1.70
mine salt 42.38 39.87

4.2. 4 EHBHERPRREFFI

EH B FIRE S R A 2 R R BENLES 1, B4 CI HPOs W NOZL Brs
SO/, B S IR RN E A RN, & max R T,
ERLER . TRIR S Ed s BRI e 45 = A e, (HJe B B Kbt
ipa] (B 4 - 4D,

B B SR AGRI LI 4 - 5. BB IR A 1EC W€ & #7378 30.37 %,
SRR ERR . RSN R EE AR, B TEE TSR TREE T
B XA S B B TGS R 0o B, DI e 45 R SRR E A 2588
iz, SPMEA 42.63 %o KT RSB SEE TR IE B A R TR FEH A 2L
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(173 B AR 2% o

S0,%

0004
40 DS-\\

D 0104
<
2 ! pasd
t/min
B4-4 BHBLESTRRBRRGE T EELBE
Fig 4 - 4 Chromatography of pure glyphosate with sulfate ion by IPC,,

- \q

. \
5
<\( 0
< .

t/min
B4-5 FHBEEIRmRARLEEED>BR
Fig 4 - 5 Chromatography of ammonium glyphosate Chromatography by IPC,,
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4.3 INGE

DA IR S s R, SR B ROM (186 s RO (v, e il
BEIRZG . SH B SRR B R IR AKRIREAT T e b iR R
KPR 10 ng, Y =-1.200 76 X10°+1.546 4X10°X, r=0.999 6. 20mg - L *. 200
mg . L™ PR 5T R R IO ST 2 [0 R 43 5 A 100.09 %, 100.86 %. J\°F
ATHE S 2 RSD 0.41 %. 1% 7 V2 HNG 2 B FHUERf BE 7 6 0 A T R, 5 i
VEfRIME, ATIEEER, T RA, BRI TS, 5T % RN . %5 kE
TEHBEFEZ . R REER KA ROy 8 b R BB SR KRR S
TEHERS, TEERREKR, WHERPRRES T & EREN, AfHREKs)
BTN [E], B GRBRAR B8 X b S R s B 45 SR IR HE R M
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Rl N2 e AT

EHE ZZBEarEEE BIENE

Y AEBRRLZ Y, AL (D RS W = LR KRR IHE
LT B I AR AT WL P IR R TR R, SRR B RRAR AR 7 N A T A
F, BAREZ L SR EIIAER . = ZBRRSS B AT E A AT LR 2 B 75 iRk A
RV, AR SR AT RAAR S B, AR L E A, THUR, 1595555,
AR HER 2 TP, 20 7 s R SR EAAREE . BRI BN RS
0 = IR AR 2 B o T IR ARIET OO, (B R PRI BT B A N R AN S
It BTk . AR = LR R AE TV RITTC 5 A A B Ak S S5 1R R
SR 2R AZ N RSE T #2006 5 % 4307 1) 20 T BOW = B IR A J 245 1 mT o 77 g
AT IE -

5.1 HR5AZE
51.1 UHF5%%
2111,
5.1.2 iXFIS#EM

=LA 99.6 %, Hf, 1EC HAH—EEE;

80 % — ZJBBRERTIIEMERY T 1, 2007 FEAEFE; 80 % — Z BEERER VR A 5
2:, 2012 A7,

90 %JiR %) 1, 2007 SEAE7=; 95 %) 74 2, 2012 FFAE"; 96 %2y 3. 95 %5
2§ 4, 2007 FEA4E,

5.1.3 &M
W,2.1.3.1. 2,
5.1.4 —ZHBRRGASNHESEE
W22 SRR,
5.1.5 i&iERIECH
5.1.5.1 ¥fERR
W, 2.1. 2,
5.1.5.2 HRAER
TP AFRERZ) 0.1 g CR§ i 22 0.000 2 @) ANJA]) ™ AN 1 = R 4n )5 245
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AR 7T 100 mL &R, &0 2.1.2,
5.1.6 FEF
5.1.6.1 ¥BHR

H5.1. 5.1 FrECHI MIbRaEism, FK R MR 10mg . L™, 5mg . L™, 2
mg . LY 1mg . L™= Z BEBRESFREIA, 76 5. 1. 3 261 T EREM 4T, LA SIN=3
THifE = S B RR R B A HH PR
5.1.6.2 fRERZILT]

¥ 5. 1. 5.1 FTECHI I = 2 BEBREE bR v VA R B L 25 Bl b v AR VAW (5 mg -
Lt 10mg.L* 20mg.L* 50mg.L™ 100mg.L™ 200mg . L™ 300mg
L™ 400mg.L™* 500mg-L™t 600mg - L™ KWK, 7E5.1.3 %4
FESY M, ARJE DLEERE R m X IE AR A 22 = 2 BEIRR A B 0 M B bR U Hh 25

5.1.6.3 HEMEIXRE

K B AE = Z B REEAE T i IN = B BRAR AR REREAT IR I (Bl SGR 56,
I E 20mg - L, 200 mg - L2 ANKCP . AR 5 IRE R E, I
I G
5.1.6. 4 BEEEIRAE

I3 MFREL 8 20 = 2 BIR R 0.1 g ORI A 0.000 2 g) HIFE ST 100 mL %%
B, oA 90 mL Kk, #EAE IR 30 min, AHRERERELIET. Wikt S5 G
£ 5. 1. 3 T 26 AF ™ ENLINGE, AR5 v B AR AR v i 22 o
5.1.7 ZZ iRt 2RNE

1E 5. 1. 3 WA 46 F T, 4 5.1.5. 2 BITRCHI RE SIS AR R AT . SR
SMREER, Sl ER SRS ST LS =5 R T
5.2 KR 5118
5.2.1 AimiHIESEELER

= ORI BARFAT T8, 2 RO IR AN £ 1 . Bl i B T
T TR R s, AR AR IA ] 2.4 %Lh F (B 5-1). HEAL = Z R
BN, 15 T B R R Al . BICSCEE, R = 2 iR
J 245 100 g THEAFH, i 100 mL /KT 23R N #E 1 5ERE 20 min, G3 BEHD M S
WESMIEIE T, HES 2 )G, KA EDE TR+, &5EH 100 mL 2
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T SRR A AR L

WP FESI 2R 15 min f5, F G4 BeIsab.Sis Hhiin T, Wi i B T44MT
N EEPER R, T 40 CHZTRGTETER 4 h £EE, AFG. 4
WHIRCR I 5 - 20 SRATIEE . & T iR R 240 J5 B = QIR AR 40 i 2 fE
99.6 %. Ak 5K BT ik B ik B WKl 5 - 3.

150

145
140 1
135
130
128
120
18
110
108
100
g5
> a0
85
c o 3
=
w
65
&0
55
s0
45
40
35 a
El
25
20 b
15 4
10 2 C
5 — c
0
5
-0
EH

t/min
a Iy 5 SE A5 HE T Standard sample storage 5 years; b 458 I8k 5 4E {45 #E T Standard sample storage 5
years in desiccator; ¢ JUZjE 1 FEf¥ 24 The technical storage 1 year
1CHePO; s 2CI7s 3H,PO; : 4S50,
B5-1=CUBRmkitiR

Fig.5 - 1 A comparison of anion chromatogram by the degradation of fosetyl-Al

500

480
460 1
440 3
420
400
380
360
340
320
> 300
E m
m 260
240 a
220
200
180 4
160
140
120
100
80 a
. L b NN
® <«—a —° RN
=20
-40

t/min

A —UCHEM Once filtrate; b — 7R JEW Secondary filtrate; ¢ =Y Third filtrate
1C,HgPO;; 2CI°; 3H,PO;7 5 4SO, z
B5-2 e=ZCRBRENRRTRAETEESEEMA

Fig.5 - 2 Superimposed anion chromatogram of fosetyl-Al and the impurities in filtrates after purification
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420

E/mV

0
180
160
140
120
100
a0
60
a0 3
20 2
0
20
40
0 1 2 3 4 H & 7 H 1 12 13

t/min

1 C2H5P03-; 2 CI -; 3 H2PO3 B
B5-3 ZLBBEeaNETEEsER
Fig.5 - 3 The anion chromatogram of fosetyl-Al pure sample

5.2.2 FEZHIE
5.2.2.1 HHR

TE 5. 1. 3 I &4 T, BLSIN=3 1, 52l = ZBR45 1 LOD 10 ng.
5.2.2.2 FREMZAAT

PUF & m SHN ISR A 28] = 2 i E Bt th & . A3 =2
BEBR AR (I Atk [R5 #2 Y = -5.910 67X 10 °+3.225 5X 103X, MK R
r=0.9945, =ZER4E7ES5~600mg . LGSR BT HbREZ 0K
5-4,

5.2.2.3 EHEIRNIGER

FES I B AT 2R R 7~ VR R FBE o A S 280 52 (I 0 A 2% 2F R4S 20 mg - LRI
ARIECR N 99.21 % ~ 101.13 %, “FHEIER N 99.97 %. 200 mg - L ™' ik
NN E 2 99.09 % ~ 100.85 %, P34 [EIW 3y 99.85 %. s[RI (156 45 2R
T LR R R BT E SR . =2 R4S 20mg - L, 200 mg - L2 Mk
SR N OGRS S5 R LR 5 - 1.
5.2.2.4 BEENMNELR

YR VA B R, I\ CPATRE IS = R iR S B a5 R W3R 5 - 2, i RSD
N 0.77 %, B AT VAR BT
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T SRR A AR L

20000000

15000000
< 10000000
[N

5000000

0 1000 2000 3000 4000 5000 6000

m/ng

B 5-4 ZUHREGREHZK

Fig.5 - 4 The standard curve of fosetyl-aluminium

R 5-1 ZZBERERTINE BRI S R

Tab.5 - 1 Recovery of fosetyl-aluminium

f&AKFEHMR0mg - L™ K FEEHINER00mg - L™
wInE Y=
For:ification/ e PRBGR  RSD/ Fortification/ Elfic  SESEIBCE RSDI
Recovery/ % Average/ % % : Recovery/ % Average/ % %
0.0100 99.49 0.107 2 99.76
0.009 6 99.89 0.102 2 99.09
0.009 9 99.21 99.97 0.74 0.1017 100.85 99.85 0.64
0.0101 101.13 0.0979 99.87
0.0105 100.11 0.1020 99.70

R5-2 ZLHRERERNESER

Tab.5 - 2 Precision date of fosetyl-aluminium

e ity Wil TH S RSD/ %
No. Sample/ g Measured value/ %  Average/ % )

1’ 0.100 4 89.63

2 0.099 9 88.16

3" 0.1105 89.33

4 0.108 2 89.57

5 0.1023 89.24 89.01 0.689 4 0.77

6" 0.104 3 88.31

7 0.101 9 88.14

g* 0.113 6 89.71
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5.2.3 ZZBiBmHma BRNESR

ANFVEF=] K AEA P2 EAy = LB ER R 24 S T v P K 751 () DN s B e
ST R NER S - 3. = L ERES v SR MR 7SR A% 0 Rl (B 25 B iy 7 2 I 5 - 5
BB TR AR B A], HoPOs™ 4 6.348 min: CoHPOs 4 8.236 min: SO~
4 21.340 min. = ZBEREE S A T BRI RE RS A R B, AHEXT IR 1Y)
AR it — S5 9E.

<«
“«—w

“Umin
1CiHisN; 2 H,PO, 35S0,
B5-5 = CHBK4E 80 % TERNF HELE CiEs B R
Fig.5 — 5 The chromatogram of fosetyl-aluminium 80 % WP by IPC,,

-54-



Rl N2 e AT

R 5-3 ZZBRBIRS . B IENAH E HdE

Tab.5 — 3 The data of fosetyl-Al technical and WP

=7 A A R % ZZHRETFHER

=} 0, 0,
FE Content of fosetyl-Al | Yo/Average content of RSD/ %
Samples fosetyl-Al
IPCps IEC IPC,y IEC IPC,. IEC
80 % r] VB PEM ] 1 64.78 64.30
(2007) 64.85 64.74 64.96 64.53 038 033
fosetyl-Al WP 1 65.24 64.55
80 % r] VB PER ] 2 76.36 78.12
(2012) 77.15 77.96 76.86 78.21 0.57 0.38
fosetyl-Al WP 2 77.08 78.54
81.99 83.67
90 %5125 1 (2007
; °JTT iﬁ (h _ |) . 81.73 83.77 82.00 83.78 034 0.14
osetyl-Al technica 82,99 83.90
89.28 91.38
95 %524 2 (2012
; ﬁi . (h . |)2 89.20 91.80 89.24 91.35 0.04 050
Oselyl-Al technica 89.24 90.88
87.13 88.50
%J5 25 3 (2007
?6 f:lf (h 00 |)3 87.78 86.69 87.37 8760 041 1.03
Oselyl-Al technica 87.21 87.61
58.31 56.88
95 %524 4 (2007
; OFT :I (h . |)4 58.23 56.86 58.03 57.01 072 042
osety— technica 5755 5728

5.3 IhNg

DA IR S s xR 7R, SR B RO (A1 s RO i, xR 2
AT ) = 2 B BREEIEAT 1 R 2 P 2 B HT = Z SRR AS PR A 10 ng,
PRI ZE 7 A Y = -5.910 67 X10°+3.2255%X10°X, r=0.9945, 20mg - L™,
200 mg - L™ PR 5 R R KT (48 (BT 43 31l 99.97 % 99.85 %. /T
ATHRE LTS RSD 0.77 %. ixX gt JL3R 0 7 v (RS 25 B R B FE 195 & 0 AT TR 2K
= LIRS SRR S s g R AR AUTVREH TIRZ . ARSI A
RO B B i iR D, BRI, POl 5. iR (3D
FKUEDIHI AT TAEBEE T RAFFERE, $208 TR 50 .
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Rl N2 e AT

BRE HFmPIAS TS EX R B AR

T BEER (3R RRGEER AT B T a5 8 T XHREN R N A %
BEEY, R e m B AT AT E . DU H . = ZBERRER AR
AT, AETERE SRS SRR B, BRI INAS B B AL & 6 5
AN S ] 25 B e Ty 5 425 SR ) 5D
6.1 M55 %

6.1.1 UETE5E%E

B e AT DX-120 EF @ik, B ASRS-ULTRA H & A4
25 L SAG I 28 TAEUE: N-2000 038 T /Eu;

lonPac AS9-HC (4 mm>250 mm) [ & 7 €i% 7 #r 4, lonPac AG9-HC (4
mm>&0 mm) B &1 R4

HFEES: 1mL;

£ 2.1.1.1.

6.1.2 KFI SR
6.1.2.1 BEHE

41,2,
6.1.2.2 = ZBEER5E

5.1, 2,
6.1.2.3 EHMIASEFIRERR

e =T G
6.1.3 M
6.1.3.1 BFBIEN

k. #ze A AS-9 HC B 140 Hk: s
WEE: 9 mmol . L™ NayCOs;:

FER: 25 °C GRIEZEMNAKT 2 °C);
WRPEAIE: 0.5mL . min;

MR E: 25 ul.
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6.1.3.2 SXKRHEEIEN

6.1.3.2.1 B HBE MM
[2.1.3.1. 1,

6.1.3.2.2 = LB b A

[ 2.1.3.1. 2,
6.1. 4 EEEETHEEFRINE
6.1. 4.1 EHEEZRESI

TE6.1.3.1 M, LL6.1.2. 3 FRg il -k B B 7 Fr S W N b 6 B i
JRZG. HEH B L. EH BRI TN S Pt T E . BT FREL
PEAN AT B b HERE 2 BT 2E
6.1.4.2 =g RIRA R EFIF

E6.1.3.1 N, FA-LFBHE TR = C B ER R 24 22 i 75 i)
TN AT E M EET. PRI PATRE T ERE I 5E
6.1.5 BBHIECH
6.1.5.1 tHMASFRAEIESRBVEC S

WEE A
6.1.5.2 EEHBHERBRPRMBESFRE

Sy IR EL 2. 1. 2 AR A S B ARV A A K VETR, AR IERE B R IR
[FIWREE Bry NOy. HoPOg\ CI'v SOSZHRiEVAW, el 2% i B 1 5 5 H B
IR VAR . USINI Bry NOy . HoPO4 v CI'y SO I 4 A 2 T8 B A
s SN 0.50 %, 0.99 %, 1.48 %. 1.96 %. 2.44 %. 2.91 %. 3.38 %. 3.85 %.
4.31 %. 4.98 %. 9.09 %. 13.04 %. 16.67 % 20.00 %. 23.08 %. 25.93 %. 28.57 %.

31.03 %. 33.33 %. It XT LU B H B S = AR AL R 52X LR X TR G
P %a%m
6.1.5.3 =R EMRA R ARINBEEFit G

SR EL 2. 1. 2 PECHIE) = 2 B ERAR AR UE R AE S K VAT, BRI IDAS [F) E
(1] HoPO3 v SOLZARAETAR, HCHI AR BT B T 5 = Z B RR AR VR S VAW . VI
HoPOs v SOLZ T4 MK Y T-7E = Z AR RE R TP I & 89 050 %. 0.99 %,
1.48 %. 1.96 %. 2.44 %. 2.91 %. 3.38 %. 3.85 %. 4.31 %. 4.98 %. 9.09 %.
13.04 %. 16.67 %. 20.00 %. 23.08 %. 25.93 %. 28.57 %. 31.03 %. 33.33 %.
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I b = 2B IR B B (1 A X A Al e TA] 43 0 B i kI s (RS2
6.2 HZRGiHiL
6.2.1 EHBRARESFITHASTFIE

SR 8 7 Cu i o e R 24 . R R R AT R R P R P R I et
77 W5E. BB b RN T4 CIy H PO SO, Fi Bk

BTN CIy NOy ' Bry SO.%, 1A H B A g2k v =44 CI'. NO, '
H,POs . SO, MIELFENE6-1~ £6-3.

2 6- 1 BCHBRIRZG PR BT R S0

Tab. 6 - 1 The data of anion ion in glyphosate technical

1) A~
R BB 1 im0 TIER
H # H #
Samples Glyphosate technical 1 Glyphosate technical 2 Average
0.1391 0.1394
Cl'/% 0.1386 0.138 6 0.14
0.1395 0.1390
0.1590 0.1584
H,PO, 1 % 0.158 2 0.1579 0.16
0.158 5 0.158 8
0.163 6 0.164 5
S0 1% 0.164 2 0.164 4 0.16
0.1639 0.1639

R 6 -2 FOH B ER P A T e B

Tab. 6 - 2 The data of anion ion inammonium glyphosate

1 %
Samples  Ammonium glyphosate 1* Ammonium glyphosate 2 °

Average

0.8341 0.8349

Cl'/% 0.8356 0.8352 0.84
0.8347 0.8359
0.084 4 0.084 0

NO, /% 0.083 2 0.0831 0.08
0.084 7 0.0839
0.6253 0.6257

Br/% 0.626 0 0.626 3 0.63
0.626 5 0.6270
0.0305 0.0299

S04 1% 0.029 7 0.029 9 0.03

0.0310 0.030 4
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&R 6 -3 EH BRI BB T I SR
Tab. 6 - 3 The data of anion ion in N-(phosphonomethyl) glycine

EHBR AR 1 EHBRREL S KRBTSR

[m ]
S::?;es N-(phosphono- N-(phosphono- [ %
methyl) glycine 1* methyl) glycine 2* Average
0.294 9 0.294 2
Cl'/% 0.2957 0.2950 0.29
0.2953 0.2941
0.050 8 0.050 8
NO, / % 0.0512 0.0511 0.05
0.050 3 0.0510
0.2209 0.2207
H,PO, | % 0.2213 0.2207 0.22
0.2219 0.2211
0.057 4 0.057 7
S04 1% 0.056 9 0.056 5 0.06
0.056 8 0.057 3

A LAE HEH B 25 0 CIL HoPOL A SOZ I & 1/ T 0.20 %; it i
brihdh CIL Brag &R, 20918 0.84 %, 0.63%, NOJAI SO~ & BT
0.10 %; B H PR FIREE:F CI'v HPOS 50514 0.29 % 0.22 %, NO, 1 SO~
FEBHET 0.10 %.

6.2.2 ZZHRRmEHREBIFIFAEFE=

= L EERARIF 2 T T4 FE HoPOs il SO4% - HoPOs 4 = LI R AR B ARt 1
FEHET. = ZBREBIEZ T HPOs 55N 5.88 %, SO & EN 474 %, 1M
= LSRR AR TR ER 7 HaPOS AT SO,2 & B AN 81, HoPOs &N 8.48 %,
SOZH BN 11.22 %, AAHIENE6-4~ £6-5,

R 6-4 =ZBRERAH AR T E
Tab. 6 - 4 The data of anion ion in fosetyl-Al technical

Samples Fosetyl-Al technical 1*  Fosetyl-Al technical 2 1%
Average

5.88 5.94

H,PO3 /% 5.99 5.82 5.88
5.89 5.89
4.66 472

SO, % 4.77 4.75 4.74
4.70 4,74
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R 6-5 = ZBEEREE T Mok 0] b B B 1 0 e B
Tab. 6 - 5 The data of anion ion in fosetyl-Al WP

ke ZCHRETEREET =ZBRETEESRY ARETTHER
HA
1* 2 %
Samples “ 4
Fosetyl-Al WP 1 Fosetyl-Al WP 2 Average
8.43 8.50
H,PO3 /% 8.49 8.55 8.48
8.45 8.47
11.23 11.20
SO4” 1% 11.19 11.24 11.22
11.20 11.24

6.2. 3 NIRRT EHBEELE &I AN ELS RN

TRIE 6.2.1 T E 45 53 %22 7 Br. NO2« HoPO4 . CI'y SO LA S
T B Bt B AN R S R . R 6 - 6 WTRUEH, TEHINEEN
2000 ng i H Al 0 B A BRI R B R ) Br, Sl v R S R B
FRKFLE Br SHiZ ik B LRI .

e B AT 0, AR TR IN A Bro>9.09 i, HEH B E B 45 R 2 3
SO, BEAERE S Br S RN IS B S SR8 TR . 4 Br>33.33 %,
H B A B R I 99.90 % K £ 3 35.29 %. BB H B4R B INHE] S 0 Br 1)
SREAMEE. WU Brig gl NAUIR 787X o 1Rk, [FI 45
T BB G S EAE T E IR B ]

% 6 -7 N NOS KT Z e s MR, NI NO,” < 4.31 %l X ity v
FH I 3 5 A R . T2 NOy > 4.98 9ok, A it HR B H B AR I 5 45 38
Wk, FAR B R4 5 . NO IR IINE N 33.33 %, HiH & 2 e
NIEZE 49.67 %, XFINE S5 RS K. #5 P ke SH R By, NOy >
4.98 Yo I B S LR IR AR .

2 6 - 8 NN SO~ N B H s B AL, SO, > 16.67 Yol HH )
I 45 5 T H5 1 99.90 % T P45 96.45 %. kS SO & B & 45 51 F %
2 95 wLUEHa T Fha. BHBEE 7L S PR I R B SO~ & B A1 i
A BB o

R 6 - 9 HEHRRI T HoPOL RIATE S B H B IR 20 B i vk I 45 s ok
(RIEZIE, 24 HPOL TRIVRINELE 0.00~4.98 %10 [ P %of 5 5 45 5 J L -0 A i
2 Ho PO, IS I Bk I 9.09 %oy, e 45 I aa /IR EE ) T B2 95 %) T
o
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6 - 10 PHURRY] T CIINAFEAE, S0t H B A 0 (O 1520 & 45 SRy R
S, 2 CIEJUSINEAE 0.00~0.30 9%FHIE il N X E 45 RILFIRA#M. 2 CI
R InE L 0.35 %I, M 45 RITURIZW T . HEH B T ey 5 8T
XA E YA b > B, SO T R BT L 0.05 %I Rk 1,38, FT LAY
JEERER: R 1.48 %R 73 B EEAA 0.58, Toiki R MER LK . 40t SLRE
5Z, RP18. XSELECT CSH Cig. XBridge Shield RP18. Thermo Hypersil GOLD aQ
Cug (LB HXS H B T X S EA R HEAT A 20U 73 8, #A I RP8 £

&K 6-6 RETXEHBEARLE QLN E S RN
Tab. 6 - 6 The effect on the determination of glyphosate by IPC,,, from bromide ion

. R Br i FEah

ig% B”ﬁfﬁl REEAE  EHBSE %
e A tr | % Content of

glyphosate  Br injec- .

injection tion Brin the glyphosate

sample
— 2 855 920 5.144 — 99.90
10 2 855 933 5.143 0.50 99.90
20 2 856 492 5.142 0.99 99.92
30 2 859 922 5.143 1.48 100.04
40 2 854 912 5.141 1.96 99.86
50 2822376 5.140 2.44 98.73
60 2821 615 5.141 2.91 98.70
70 2822 186 5.140 3.38 98.72
80 2820 471 5.140 3.85 98.66
90 2817 041 5.139 431 98.54
2000 100 2 808 846 5.139 4.98 98.25

200 2 693 789 5.131 9.09 94.23
300 2 398 549 5.119 13.04 83.90
400 2 150 959 5.112 16.67 75.24
500 1992 890 5.107 20.00 69.71
600 1741134 5.077 23.08 60.90
700 1 606 659 5.043 25.93 56.20
800 1219885 5.041 28.57 42.67
900 1081 846 5.039 31.03 37.84

1000 1008 767 5.027 33.33 35.29
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R 6 -7 WLAHERAR B0 B B TR0 B i il se 45 SR e
Tab. 6 - 7 The effect on the determination of glyphosate by IPC, from nitrite ion

\ . NO, 5 i
EHBEHE NO R/ - EHREE
&/ ng ng MR ES | %
. A tr He/ %
glyphosate ~ NO; injec- - Content of
injection tion NO; in the glyphosate
sample

— 2 840 672 5.143 — 99.90

10 2 840 952 5.142 0.50 99.91

20 2 832 995 5.135 0.99 99.63

30 2812 237 5.133 1.48 98.90

40 2 840 388 5.132 1.96 99.89

50 2811384 5.132 2.44 98.87

60 2 818 493 5.133 2.91 99.12

70 2817071 5.131 3.38 99.07

80 2 840 103 5.130 3.85 98.88

90 2 809 109 5.130 431 98.79

2000 100 2611 698 5.128 4.98 91.85

200 2584214 5.116 9.09 90.88

300 2 547 685 5.108 13.04 89.60

400 2 455 328 5.087 16.67 86.35

500 2112915 5.069 20.00 74.31

600 1972 387 5.058 23.08 69.36

700 1841 745 5.042 25.93 64.77

800 1740 235 5.036 28.57 61.20

900 1551032 5.027 31.03 54.55

1000 1412 345 4,925 33.33 49.67
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& 6 - 8 TRERAR B T X B H B A HO6 R AN 2 45 R
Tab. 6 - 8 The effect on the determination of glyphosate by IPC,,, from sulfate ion

‘ SO, A
THBE SO/ HERE/ EHREE
WREBS
F&/ ng ng | %
o . A tr He/ %
glyphosate SO~ injec- ). Content of
injection tion SO4™ in the glyphosate
sample

— 2943 191 5.247 — 99.90

10 2946 726 5.242 0.50 100.02

20 2943 486 5.227 0.99 99.91

30 2 945 548 5.219 1.48 99.98

40 2 909 605 5.206 1.96 98.76

50 2943 780 5.191 2.44 99.92

60 2933 469 5.200 2.91 99.57

70 2941 129 5.189 3.38 99.83

80 2939 361 5.176 3.85 99.77

90 2934 353 5.163 4,31 99.60

2000 100 2913730 5.154 4.98 98.90

200 2919917 5.120 9.09 99.11

300 2907 223 5.105 13.04 98.68

400 2 841 497 5.102 16.67 96.45

500 2823578 5.097 20.00 95.84

600 2 822 694 5.076 23.08 95.81

700 2 821516 5.064 25.93 95.77

800 2819 453 5.046 28.57 95.70

900 2 803 839 5.021 31.03 95.17

1000 2 802 660 5.010 33.33 95.13
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R 6-9 BER SR BT X EH BRI EOL B G A E 45 R B
Tab. 6 - 9 The effect on the determination of glyphosate by IPC., from dihydrogenphosphate ion

SEBHERE PO, R e ?; EHRA R
&/ ng E/ng A . o ﬁ:H:E/i | %
glyphosate H,PO, in- B Content of
injection jection HPO, in glyphosate
the sample

— 2943191 5.247 — 99.90

10 2 946 726 5.245 0.50 100.00

20 2 943 486 5.237 0.99 99.89

30 2 945 548 5.218 1.48 99.91

40 2 909 605 5.205 1.96 98.86

50 2943 780 5.192 2.44 99.98

60 2 933 469 5.187 2.91 99.75

70 2941129 5.178 3.38 99.38

80 2 939 361 5.162 3.85 99.87

90 2 934 353 5.153 4.31 99.60

2 000 100 2913730 5.144 4.98 98.76

200 2919917 5.120 9.09 97.13

300 2907 223 5.115 13.04 96.88

400 2 841 497 5.112 16.67 96.15

500 2823578 5.087 20.00 95.94

600 2 822 694 5.066 23.08 95.82

700 2 821516 5.054 25.93 95.57

800 2 819 453 5.036 28.57 95.30

900 2 803 839 5.011 31.03 95.21

1000 2 802 660 5.000 33.33 95.03
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2 6-10 {ETFXEHBERELE AN E S RNEMN
Tab. 6 - 10 The effect on the determination of glyphosate by IPC., from chloride ion

‘ CI S -
TR e WEEES PR
=®=/ ng / %
ng A tr H/ %
glyphosate A - Content of
injection CI" injection Cl in the glyphosate
sample

— 2263196 5.051 — 99.90

1 2 248 244 5.051 0.05 99.24

2 2270672 5.051 0.10 100.23

3 2262743 5.050 0.15 99.88

4 2 265 688 5.049 0.20 100.01

5 2252775 5.051 0.25 99.44

6 2 264 782 5.052 0.30 99.97

7 2 217 660 5.050 0.35 97.89

8 2188 436 5.049 0.40 96.60

9 2174163 5.048 0.45 95.97

10 2 143 580 5.045 0.50 94.62

20 2 107 332 5.044 0.99 93.02

30 2072671 5.045 1.48 91.49

40 2001082 5.043 1.96 88.33

2 000 50 1941727 5.041 2.44 85.71

60 1939 688 5.037 291 85.62

70 1934 251 5.038 3.38 85.38

80 1918 846 5.037 3.85 84.70

90 1909 557 5.033 4.31 84.29

100 1881239 5.031 4.98 83.04

200 1535 238 5.030 9.09 82.89

300 1515122 5.031 13.04 76.47

400 1492 737 5.029 16.67 73.49

500 1490 370 5.025 20.00 64.21

600 1407 144 5.022 23.08 63.25

700 1391317 5.019 25.93 59.55

800 1404 943 5.017 28.57 58.94

900 1367 809 5.016 31.03 58.31

1000 1288 821 5.014 33.33 56.89

6.2.4 FRIBAEFX =2 BER R a3E L E a1 LN E S R0
B 6.2.2 HllsE 28 S TT 0 = 2L s ER 45 5 24 2 F T R T B o SOLZ AN
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HPOg'e 3 6 - 11 &R v LA H, A HoPO3 < 31.03 %l % = Z B RREE 11
ERERJTFRA RN, HPOs IS Sl 33.33 %, FEih = ZBman &
B MIFUEHT 99.6 % FFEE] 94.71 %. (HZMNEIRENKE, FEiF HPOs & &Ik
3 33.33 %J LR A FEM . EE 612 7, HINA SO, 7 0.00~33.33 %17t
PN = IR AR ) 58 Bt BRIV A R . BT LALE I 52 = 2 B R B R i B AT L 225
SO W 5 E 45 L (I
R 6- 11 EBERRIRE 7 = Z RS M 80 B ik il B 45 RS2
Tab. 6 - 11 The effect on the determination of fosetyl-Al by IPC, from phosphite ion

SZBRE  HPO bR ang;oﬁiig = 7B
R/ ng £/ng A b nnﬁ t;/i %
fosetyl-Al  H,PO3 injec- PO in the Content of
injection tion 2B fosetyl-Al
sample
— 2 458 887 8.326 — 99.60
10 2 459 875 8.346 0.50 99.64
20 2 458 640 8.358 0.99 99.59
30 2443 828 8.321 1.48 98.99
40 2 460 368 8.365 1.96 99.66
50 2459 134 8.365 2.44 99.61
60 2 457 656 8.341 291 99.85
70 2 454 949 8.321 3.38 99.74
80 2 451 503 8.374 3.85 99.60
2000 90 2452 734 8.369 4.31 99.65
100 2 458 393 8.322 4.98 99.58
200 2438 149 8.324 9.09 98.76
300 2434199 8.356 13.04 98.60
400 2 452 962 8.361 16.67 99.36
500 2 434 446 8.354 20.00 98.61
600 2 461 356 8.337 23.08 99.70
700 2 430 249 8.326 25.93 98.44
800 2437903 8.354 28.57 98.75
900 2427 287 8.328 31.03 98.32

1000 2 338 165 8.324 33.33 94.71
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R 6- 12 BRERAR S T-XT = ZBEPR4E M Bt B VA Tl 52 55 SRR

Tab. 6 - 12 The effect on the determination of fosetyl-Al by IPC,,, from sulfate ion

2- =]
SZHRE SO SRR/ SO AR s
. RREE
R/ ng ng A ( W) % /%
fosetyl-Al SO, injec- i 7 Content of
injection tion SO4” in the fosetyl-Al
sample
— 2377877 8.343 — 99.60
10 2379 310 8.326 0.50 99.66
20 2 388 620 8.315 0.99 100.05
30 2 381 458 8.354 1.48 99.75
40 2 392 440 8.332 1.96 100.21
50 2 348 750 8.315 2.44 98.38
60 2 368 566 8.317 2.91 99.21
70 2 376 445 8.326 3.38 99.54
80 2 360 449 8.325 3.85 98.87
90 2371670 8.331 4.31 99.34
2000 100 2 365 224 8.326 4.98 99.07
200 2 380 026 8.327 9.09 99.69
300 2 376 683 8.319 13.04 99.55
400 2 378 593 8.330 16.67 99.63
500 2353764 8.326 20.00 98.59
600 2 354 003 8.327 23.08 98.60
700 2367 372 8.325 25.93 99.16
800 2 365701 8.331 28.57 99.09
900 2 358 061 8.325 31.03 98.77
1000 2376 922 8.342 33.33 99.56
6.3 IG5
6.3.1 KB FEUEED I EH B = IR 5 25 S =5 7 i B & k4T

TEME. EEST. e T EHBEA YR TS 2558 Cl: 0.14 %,
HoPO4: 0.16 % . SO.7: 0.16 %; B H B4k Eh CI': 0.84 %. NO,: 0.08 %-.
Br: 0.63 %. SO,”: 0.03 %; T HPF AIEEE: ClI': 0.29 %. NOy: 0.05 %-
HoPO4: 0.22% . SO4%: 0.06 %. — ZBEEARIEZ B 75820 09
HoPOs': 5.88 %. SO, 4.74 %; = ZIERRETTIEIER7): HoPOs: 8.49 %,
S0.%: 11.22 %.

6.3.2 BRI B F )7 K4 2T Bry NOy. HoPOs v SOZF CIX B H

i 18] 45 06 2 €0 T vk e R A R RS, 45 R AR W] O BERE dh R Br
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<4.98 %. NO; <4.31 %. H,PO, <4.98 %. 8042' <13.04 %. CI <0.30 % ¥
T 5 5 B RN 22 BN . T LAZE A0 AT B BERE S, 24 P B
BRI S e
6.3.3 HHE 6.2. 4 PGIIEL A A, = ZBERRERE R H HoPOg . SO,% <31.03 %
I 0 5 o 48 SRV BT o W 5E = 2B B 24 R R IR M 79U ) HoPOS™ A0
SO T B ATESL TG P, 7 LA TT LA 20 333 86 ol 8 7 e 0 5 45 L 1
],
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4

6

45 iR

PAAE/KH RP i RGRAR (B A S B8, S T SEAZ N RN ve A WL & T [ 25
W A B BAT SRS B A SR T IR (B SR EI e BT
RIVT L3-S, rTEABR (B RMawsE F e, —
FAERE R A SERIN RN, LC-QITOF EMEMIIEAER T 2 M Fdtinia b a4 .
BRI IFUESE T = 2 BT REHE R . BEARIES T2, &
2P ) B M A i R ] (3 — W 2D B LI S A A P O MR — SO R R B 5 1 (5B
THE)., HT RN R, IS T CGE=Hm2) EHEh
W BRI R GRS 0 = 2 o S ] A 2RI A % v TP S O
NF ) 14 £, Q0GB 25 T BCIE SIAR A RN 7 HLA R SR,
T SEAZ N R 22 06 B €0 1 v 45 LA S F T RT3

ARSCEENT T B = L BEERES R ZG HF R R e EaT E, H
WT RIS BER (3R FRBIERZG SR H B 047 777 RP8 (i
FE, 0.12mmol - L™ — A/ 2 mmol - L ERKIEBCAR A, iy 1.2 mL
-min™, 232 nm K& 0= ZBERRARI SR 30 mmol - Lt ZRK . &
B PEAR AR B PR H B P WA R T B = ZBEIRES P R R e 0 R AT
TFAr 88 o AT VE A P RURG 2 P 2 TR R A ISR, R I S 4 R
FIHE . AR RUR BRI Pl TG BRI AR ELT . AL
(751 B IR R A S M 5 48 S

AR TR LA S, STBEIR (35 AL AWl 6 BE iyl s 45 SR 1R
Wi, CIE 74 BB mEA (>0.35 %) X & H B e 45 R oG TP BEf
HPO4 v SO4 NOZ [ & SR i ZWE AN T = ZIRER IR 2. @k ke
ST 2R BB F HoPOg « SOLZ 0l i 45 B T3k

STAZN PR 42 0 P € R vk A A FH A R 00 0 L A8 7 B A gt e 258
AV A R
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