;. TQ453.21

. ARE

SERARES - 10426
g ;2005025001

Ao 4#A3

hi

T My

WIGEH -

4
8 HIM
FREL
ENAHS
BT 18]

>

I\
4
T

2 AL T

= LR B T

T RIR S it

T 7

SN

AL

070301

R

—O00/)\ % )N H += H

34






HETBIESTERAEN T

ST SC5E SN H 1 2008-06-12

IR P HNZE Y

g

EENAED AREs

p
it







ZCHRBETRIEDTRIRAE NN

—

m =2

AR SCAERHCAS T 1K = QSRR R 2l S 2%« e (E R 3k at 1, disr 7 =
CIERRERIRZ . IR E ik, RO 0 ik — 2 RO U AS I 25 (1) 58
T e AR TR s R B Tt — SRR B0 5 5 e o I A v Bk
BT T 50 . AN = C B IR 25 AT T 2047 .

K oK = oK BRI I 7 0 = 2 R IR 2k T Ak, P = 2R
BRI R TS 2 R BN R £h . IR ER . XTSI al R AR A
WHAEME, SEKT 99.0 %, AEUSW L BT il /i Hrdtbs R 2k . R RH
DIONEX AS 14, AS 9 Bl kT B 78 WIS 1 WhEEBIR BERT = Z IR R
i Al

AR T SR = SRR IR 2 L IR A U B AR I B R ]
SE T IT o ISR K, A AR % 30 mine SR FHNa,COsI UM R UEH
AS 9 BT, AN AR R e g5 AR I, TR IR B GAS N B
100.1 ~ 100.2 %) FURE % F£ (RSD 0.31 %) 3403 A2 ¥ 1 2 AT 23K, FF S o 45 R i
Btk 2 A LRI T . AEAR . PR, el R AR R A

AR YRS T BLIE CORAE A2 1 X 570 14D s A v S0 AH €8 335 2 40 BT 7
io = LIBMRARKEEALE 50 ~ 800 mg - L VU R A LR AL IR R, KRN
100 ngo AT VERPEEZINEIEE A 100.3 ~ 100.6 %, AHXHRER ZRSDY 0.63 %.
B 28 R TGRS 25 (00 H 235 K, B0 ROAH OB B A B 2 il AE
P RTTREA B6 7 T B AT S

AR SCHENL T WRAEIH R — A S - RO 15 e B R e e BRI
e A = LR R G A R B Rk R R VR MR 0~ 400 pg - LY,
r=0.9913, BEMEHRA 62.4 pgo W5E s IR AR A N EDECZ R 92.1 ~ 98.7 %,
RSD4 4.8 ~ 5.1 % M 5& 5 A v A4S s In (R 4 89.0 ~ 100.1 %; RSD2A 13.9
~ 17.6 Y%, VBTV IR RS 35 B FF S IR T Bk . % B IR R
TS HEN 5.0 ~87 mg - kg™, THMEN 6.8 mg - kg™'s AN H 48T 5
ik 187.5~223.6 mg - kg™, “FIIME N 201.6 mg - kg™ [AIFE 1 JEIWE T 2 ~ 3
K80 %= LIEMREEWP (il 5 640 g - hm ™2, ARUNSY), BOREE R A1
BRI EN 6.98 ~9.35 mg - kg™, HLIEAHSCHRERT DL e A s Mt B4R
IR B i N 339.53 mg - kg™, ELIRAS (B F AR TS S{E 187.5 ~ 223.6



mg - kg™, e HHE L = SRR T I ARAE RO LR BRI, 562
FREE i 24 RAIAT — 5 BOAH DG

WKERAT T = LBHRA AR K 20N I . iR L i
B XD RAE T = LRI AL A SR o SR 7 (i, I 1 [
7= GBHRA IR A P BRI AR A, KT 0.1 %2 AT W RERAR B 1 iR
MR 7, RS 7. WHERARE T BURRE TAEARE TSR0 508 4.2 ~
8.3 % 2.7~3.7%H 1.2~ 1.3 %,

KR —CMmE BTk BN A

II



THE ANALYSIS OF FOSETYL-ALUMINIUM BY ION
CHROMATOGRAPHY AND IMPURITIES
FOR THE TECHNICAL

ABSTRACT

In this paper the methods of ion chromatography and ion-pair reversed phase high
performance liquid chromatography coupled with evaporative light scattering detector
for quantitative analysis of fosetyl-aluminium in technical or formulated were estab-
lished on the base of preparation and analysis of fosetyl-aluminium pure samples for
instrument analysis. The residues of aluminium in cucumber and the leaf samples after
applying fosetyl-aluminium on cucumber planting in plastic house in Changchun city
were analyzed and evaluated. In addition, all ingredients of fosetyl-aluminium techni-
cal were analyzed.

Fosetyl-aluminium technical made in China was purificatied with the method of
washing three times by redistilled water and vacuum filtration whose impurities are
mostly phosphite, sulfate and the prepared pure sample of fosetyl-Al could satisfy the
demand of ion chromatography analysis. The pure fosetyl-aluminium was determined
by the method of iodimetry and ion chromatography, and its content was above 99.0 %.
The influence of familiar anions and the concentration of eluent on the separation of
fosetyl-Al were studied using DIONEX AS 14 and AS 9 analytical columns.

The method of quantitative analysis of fosetyl-aluminium technical, fo-
setyl-aluminium formulated and their impurities by ion chromatography with elec-
tronic conductivity detector, AS 9 column, Na,COs solution as eluent was established.
The samples dissolved in the water with ultrasonic oscillating for 30 minutes. The re-
coveries of two fortification levels were 100.1 - 100.2 % with RSD of 0.31 %. The ac-
curacy and the precision of the method satisfied the demand of macro analysis. The
result of samples determined was satisfying. The method of ion chromatography is
simple, accurate, rapid, and could determine a number of samples simultaneously
compared with the method of iodimetry.

In this paper, the quantitative analysis method of reversed phase high performance
liquid chromatography with n-hexylamine as ion-pairing reagent was established for
the first. Fosetyl-aluminium presented good linearity in the range of 50 - 800 mg . L.
The LOD was 100 ng. The average recovery of the method was 100.3 - 100.6 % with
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RSD of 0.63 %. The method of ion-pair reversed phase high performance liquid chro-
matography is more practical in the way of produce and quality test of technical or
formulated on the base of application of evaporative light scattering detector increas-
ingly.

In this thesis, the method of wet digestion-graphite atomic absorption spectrome-
try was established by which the background content and the final residues of alumin-
ium in cucumber and the leaves after applying fosetyl-aluminium were determined.
The linearity rang was 0 - 400 pg - L™, » was 0.991 3. The LOD of aluminium was
62.4 pg. The recovery of aluminium determined in cucumber was 92.1 — 98.7 % with
RSD 0f 4.8 - 5.1 % and the recovery of aluminium determined in the leaves was 89.0 —
100.1 % with RSD of 13.9 - 17.6 %. The accuracy and the precision of the method sat-
isfied the trace analysis requirements. The background content of aluminium in cu-
cumber blank samples was 5.0 - 8.7 mg - kg, average content was 6.8 mg - kg ', and
in the leaf blank samples was 187.5 - 223.6 mg - kg ™', average content was 201.6 mg

. kg '. Fosetyl-aluminium 80 % WP (high dose 5 640 g . hm ?, active ingredients)
was sprayed for 2 - 3 times in the leaves one week interval. The final residue of alu-
minium in cucumber samples was 6.98 - 9.35 mg - kg "'. According to the relevant
standard, the cucumber was safe for food. The highest final residues of aluminium in
the leaves was 339.53 mg - kg ™'. The results showed that the accumulation of alumin-
ium from fosetyl-aluminium in the leaves was obvious compared with background
content of aluminium in the leaf blank samples 187.5 - 223.6 mg - kg™ which is con-
cerned to the doses and times of pesticide application.

The UV spectra, IR spectra, NMR spectrum and mass spectrum of fo-
setyl-aluminium were obtained in the paper. These spectrograms further characterized
the chemical structure of fosetyl-aluminium. All components of fosetyl-aluminium
technical made in china were determined for quantitative analysis by ion chromatog-
raphy. The impurities more than 0.1 % were phosphite ion, sulfate ion, ammonium ion
in addition to the main ingredient and moisture that was 4.2 - 8.3 %, 2.7 - 3.7 % and
1.2 - 1.3 % respectively.

KEY WORDS: Fosetyl-aluminium IC Cucumber Impurities
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e PRk B R LA S E hy 2 mg - kg™, SEEL IS AMIERPE AR 15 mg - kg™,
N 30 mg - kg, HAHE ARG P TN 100 mg - kg "M, BB A HI
sEHLBREARUAE . T ASE W R ZE e ? B RE ATIAKh = LB R
S BHEEARE, IR TER D .

CHEWEIR ER IR W T BRI T R IF AN L, JCr il e T E
Ro Py E M B RN LA A BARXHEY 4, R KIRL. &
WRIELAFEZ NI, AT BEAEAEAT BN € T G IR RGBS L B2 At = D Wl R U
T LA & . R TR AE i S RIS H S He T IR eI, WEGB
15202-2002 FH5E T & 5 TP A PR 4 100 mg - kg™ (BRI

1.2 Z BB i A EMRER
1.2.1 ZZBBRBIRANFIF 47

(R N RSLRTEAL AT ARE HG 3296-2001) X = Z R 25 =2
e 2 e O s R T A R AT (O iR NI SE A E 4k TAT ML AR ME HG
3297-2001) 3 = ZJFHBRAE rT IR R = Z SRR S 5 A T B R AT
OTVECEHER, TAUE, 1 HIEAGEMIRAHRER 22 B T X LEehRuE A (1) 4 )
RIS B (L (3 7 s AT . RS FILL ARGk . = R AL
et EUE, CBE CHEBEREG AR, — R ] DA K T F B I R BT, DAL A 1994
4, R. Giordano, L. Ciaralli, M. Ciprotti, I. CamoniflS. Costantini%§ A\ i 1] = 2,
BERR B BIAIEAT T RS TS0 A, X PARAN [R) 25 1) 2 1 (5 6% 20 S AT R AN [R] ik
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PEWORAT T LR, JERERR VR T TR H TGS B AR 42U (FAO) S it
Ft DA Z\(WHO) XS = L Wi R i Jst 245 AN 70 PR A3 2808 o3 93 M ViR T s 1 (il
VRN AR il 8 = C R IRAR S 2 M A e A T H AR, R R 2
A 287 bty S PP IR R B D) 75 28T AT R T D5 iR B SCEE , ARTAN
SN o IX A SRS IR A% L0 N 7

ARZHRFNITTRE AR LR A BAL T —Fioka s, JRFRATH L. SELZEHT
PEP AR, §RBIa N B AL R, ABJE R4 5 S el R N . ) LS = 2%
Mt STk TR PR % TR 2 A T T AUARBREY . AR SR XA = LR B
SRNE, SR OCHTFZIE. =BRSS5 EE RN = RS &
(R0 s — AR R ) o = B RAE 5 AR R TR R = Z B R AR 5 i 1
BRI — e e BE L g A vE TSR G (HS-GO) 14,
K= ZHIRAER S AR RO T = LB A B 1 I R P e — Ll e vl

1.2.2 = CHEREBTR BB #h

= O BAR EVE DUIREE VRS, (AR — PG R WA AT AL, (R
FESX B IR AN [FIRE B s G, DR D B L B B, & 2R )
e S KR P PR & o IX 48 H FRAS  Z00TE kKLY (1) 5% B 20 B AR A BESE L. — &%
PREETE G KR B RER TR 20 B B 7 As v 22 R F W 2840 AR 5 B0 Ea i v
(GC). WAHME— Pt (Le-MS) Y, 2003 4F, Féllx Hernanedz, Juan V
Sancho, Oscar J Pozo, Carme Villaplana, Maria IbanezSusana GrimaliZs A% H )
FHE R — B BT (LC-MS-MS) B 0T T 55 1 R = LR AR P PY; 2004
4, Jan Pousika, Jana Hajslovd, Katerina HoladovafliKatetina Novakova%s A >k
FIL T B0RE € 3 — B B V2 WL 6 L 1) = LB RRAS (R B AT T Y E
W. J. Hooijschuur, Ch. E. Kientz, J. Dijksman, U.A.Th. Brinkman%5 A\ X H] E41% H
UKo KUEICIERTI 2 XA WU AR 25 5% B EA A D2, = Z B4R I 8 1 € i 4y
70k H A E N AR LA TTRE, EAMCA 2 FikiE. 1988 4F, D. G. Ouimette
FIM. D. Coffey =& K H 25+t ik v26 R AN 38 v A ALIBRIR S8, IR e A LI
BT T 4 HR7 1993 4F, Conte E, Gattorta G., Verdicchio S, Camoni I, Foschi F,
Ramini F. SR &7 (k20 5% 1) = LR ER v ¥ S LA =Wt AT 70 e
81, 5 R A A SRS A S - LR H A B e s R, 52
P RS 32— 15 vt 3 R A 10,

1.3 BT eidiiic & NA

B s e BB AEAC Y] i 5E LB AL 5 22 W (Y HL Small 55 A AR K



— LBRRRAR ) T O b SR 24 B

WA, gk TSROSO T R R SRS T2 N . e ERE AT T
CANEESS, EEAT AL AIE RS EE . Bt R
SRR BER . R s RERRIELE . RIS 2 R A5y LA R Ay AT R R P Lt

A R PR 2 & 72 H A U AL A e 1, U
SRR T BT O T I Mg e A S OB R A

BT AC) /RS, IS A (SIC) R R R B -t i
(SCIC) . I AL B 110 18% M o3 Ay = 05 1 (4% (HPIEC) | &1 (713 (HPICE)
METFXERE APCY. HT 3 Moy Eg Jy WA ER i K2 AR Lh——
IGFIR LR Y, (BRI NRI B A 5 & A . HPIECHAR A &1 5 1A #:
BHIE[ (0.01 ~0.05) mmol - g™'], HPICEM EAE IR (3~5) mmol - g'],
IPCHA G B FAC M Z AL . 3 Bl oy 25 7 B AN (1 23 B WL, HPIEC
(0 B HLEE - B B A0 . T B AR, BE LB B DL R R B
T CHFRMRGEE T #8555 A iy 1 H A (A 3 B AVE T, A & - AN i ik
AN EAH, XANKIHb R E 8 7 A #e i gt NI shAH, 7EPAH TRk BB, A
[ (RO it 1 25 15 A e BE IR FH 0 R/ INARTR], v ey 2 B KT 120 1 5 A8 3 3 1A
J15, TERART I OR B IR S, TR B FAR IS . HPIECH T'F . CIy
SO . Na“. NH,". K'. Mg*". Ca**. Fe'*. Zn®". Ni¥"Z LML E 1. FHE 1.
Z A0 B B RV K AL A 004 25 s HPICE & A B 1 HE e R 2, 2 AW iR 16
Donnan#f 5 4 FERE I 70 BCIEFE o 43 85 I 25~ FH 5 14 v A 8 25 8 1) BH 25—~ A8 40
B, 73 B BH 7 P s m e v A8 e 7 1 ) 91 2 1 AC #e i . HPICE# H T HLIR AN
IR 73 25 UL R NAT WL 43 2 JEHLAL 535 TPCIU) 32 21 FH VR BRI 25 7 X6F 1)
TERGe BT R AR R A AR F i, e BIAH RO NS M i B AT 5 4
B AT B 1, BB, A S IS T R P 1R AL
EW, B TS AE AR A E R R o R R AR/ 32 B R T 1 )
A P A 25T A8 R 2 1R TR B o 8 7 0 €80 135t PR FH LA €0 3% ) A
o BInr DU AR, (AW AR B 8OR b, 28000 T SR R L,
JIT LA 50 (03t R B M B 1 (038 (RPIC) . S AH B8 1 e (A iy 42 A S A (0
TR IR AT FH A b, R TG N SERRFE A AT, U AR R i ) 4 S
YT T BT R AT R 1) — P (il 3 25073, LA SO € B R 7 (3% TR R
COREE T SO GRS R E AR AR Mt s, i HLRE RN 20 25 3 1 Bk S A Fl
A G4, DRI AT DL A2 3 - 0 R0 SO il IR R RIRE T, 7R/ 22 Ak A5 2]
TR N, WICHIBEEF FIE . AW, IR, AR, Pk
FUSIAMZI AT, EAEYE Al B A TR I T TR A
R N B A SCHRIRIE, SO T i F TR BN fr g

-8-
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BEERANT. KRR AN Y MR B R DS K I SR I E » 2005 4F, Hiroyuki
Nakazawa =5 A\ SR SAH 2515 A €4 35 20 — il AR 200 FH R R 2R R R AT T
el

YERIE 20 kR R BRI RR Z —, Bk N OB IE 2 A
2. B RS IR A TN B BT R AR I S AT EOR, Bl
HETEREARR R R, N YRR R, a8 B AR 4 & Fh
THLM . FHES -, 0P RBISFANLE . BHE 7 WY b ATE =N
AR R IsE, & EsyAE e CEFEIRHK) FEREEIR 7 H 1 ke
HIGE . SRl v DO B s SR A AR ST T, I DS
TVFZ R SR E 77 BEE & OSBRI, o6 sas in sl
PSS R SR R B A 7 At g . BB BRI A R, AT
FRIX I 53 B B A 1 S FH S RIS U R BB A TR K s . BT &1 ek 5 R
TR CRED i, AR SR A ORI i dRaEb .,

1.3.1 BFRIEEERAGEENTPINA

AR 24 I 2 B R 1) 5 A T BRAE D SR AL S 2 i e M 7, HET 22K
JH BEAE I 20 2% S0 1) (5 3% T ¥ o FE G2 b, A (0 RV R RO AH (352 (HPLC)
B TSR B PR TR T MR R YE, UGS S T A T gy
B, w2 H 4 S0 BRI R SR EEORE . BORER. RUHBE. RERE. A
My EAE . 2004 SFETF AR HAS 11 BIE AR FAIES . ASRS #lfilds, LA
0.015 mol . L™ NaOH¥F WM zhAH, WK 1 mL . min™', RAHEN 5 mL .
min '] 0.020 mol - L™ BRERIE TR AMINER TAERE, XIBRFFR 2 H 4 &N T E
BT, JriERE N 98.8 ~ 100.5 %, RSD 0.40 %%, HETRHE ik )y
PRI e AR 24 SR 25 BRI RE AL T B B, bRUE ik b

1.3.2 BT RIEEENRGKE N ITHRINA

REBARAEE % WAEZ, Zr] HPLC BiE GC 7pifro SR i
AFOCAR R ik BRe s & TS 5, B T A A R W 2
2, MG BT AR i AL H T
LB T AR O ATAE, Al BT AR 71—, 1H L
TN BHE AR 73 AT SRR 1o A b S AT RO LU . B
THETAL LB, TR 7 A (R [ AT A A B AE W] 2 TR T

R B T O TT AR 255 B M Sl I S I B H B, e AR ™ By
Rz, (BAERSTR A B, IFH 28 1K, WIS %, T
B e ess , SR ATHPLC /3 1 s BEREAT AT A AR DA S AR, Sfat il s FE

9.
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RIPIEAN R MR H BB R RE, R T ukm ik i e, o4
FEHAS4SC, 9mmol - L™ NayCOs#14 mmol - L 'NaOH AR, #idh 1.5 mL - min™,
FEILAAE T B 75 B T8, %0 k] B T IR AR R A
R3I05E

IR IEBRELFNE A — PP T IR A WS mT LU BH & 7 A8 edt 20 25, 7
230 nmAbATI . SRACS 12 BIE A8y BoAE, SAMIIES, WMoE&th &G —
E L 251 0.2 mol - L' HySOL W

MARA SR T HARRL, i R PIE T tail o 5, 7 Bk
Jylonpac AG 3 SC + AS 3 SC, ¥izhAH% 0.8 mmol . L™ Na,CO;3 + 0.5 mmol - L™
NaOH, i fL S

FRER IR, Tk fge, Hoai R B A, i
Tonpac AG 9 HC+AS 9 HC(2 mm)B & (434, 15 mmol .- L™ NaCOs, 5 mmol . L™
NaOHF AN, FMH i SRMES S E LR, "L, —HLR. =H L.

X FE A KR SR T £ R R | TR T LR vk — ] R A
WL, %07 R 6 3% K Tonpac AG 3 SC + AS 3 SC, ¥ishAH% 3 mmol . L™
Na,CO; + 3 mmol - L™ NaOH, HL 546 24,

AIFBR A AR 22— PP R, FEAREZE A FIRE R R R
o RIFKME AR A TERRIES AT T 52 Bl Il T s 10, T R A AR & 0
LTI 52 R TR R 2558 B, %7772 K FHZORBAX Eclipse XDB - Cigtf it
VB K T — 85 7R (40:60), PADKY I ) 5240,

1.4 | A

AR T AT, e ROV FEE IR, PR TR,
e O N @tk s thae s, DIHEATOL R BT 07 2 T H
NS ARIRHTE IR SRR . A SRS AKAL B
EREE R, NIRRT E, AR REE— DR, A st 4
MR S BHE SR AR 535, DA R RO TR G EI ST T
BXRIKAEAED) . SRV S ERI e . ERas R — DR, AV AN R
BB RPCEL Y IEF ARG 3, BI85 AP S PR Bl I e 7 IR T

AR, UCEEOREE 28 A R B A AR B2 3 M R e T, W AR R RR
TR, ARSVERYETTI, W DIRERAR, B MR DR 2 B, RHINL A R T
HEAE IS G DNC S e

R NARIRIBE T AR ] CURRFE S AL, WECERIIE ik, TSR

-10-
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R, KT, e AR P S T EE N E L.

IR B AR 1 A 7 v A B R A S S TR R GRS (ICP - OES),
H SRR 2 45 B AR S T R A6 E TR VE (ICP - MS), L CAE ) i IOt
W2 (BT - AAS), 43 JeelEvdi. o, Wik my Sosar ek o3 4 s
A N L,

ICP - OES XICP - MSYAR B #ERf . Pudl. K2 L, SrEVal s, KR
i T4/, HBERIBIE 24005, Hl TAES &S AR B =, NS 52 R
2001 4, s FICP-OESTE T A& R, 2002 4, WKBH 745 R FHICP-MS
0 52 S A il PR R L B 2 5 ) 2003 4, 5 R B4 45 SRHI Bk v fRICP -
AESTENE & i b i sa &8, BBl 8 pg - mL™, [ARIk 952 %A |, RSD
H1.91 %N, [FE A A A SCERIRIE, 1999 4, A. Hils% AKHHPLC - ICP - MS
(15 20 AR AR 3395 /K P R AR HEAT T IR 2005 4, Blaz Krali% K
FH AR HE BE 20305 R JBORS 25 55 58 R RS 6170 (SEC — ICP — OES) LI 25 (1 i
VROREI €033 P JEORE B 5 B AR R W 6% E (FPLC — ICP — OES) X A% Hh (R AR 3E 4T
T, FHAER AT TR T R,

JEFIRSOGREVLI E AE T BB m N R AR, P R . SR
WIS — SPAENE R, FRARMER AL, AR N PR R, — &2 R
A EE PR IR I 5 o 2000 4F, AT MR A S JE 7 IR 43 6 06 B v o
WA B, FEAE R VUG SR I R8s Hh e, bRdE I ANTE I, B TRIeR
96.3 % +3.28 %25 2001 4, P ARSI REI E AL A2 AR A, REBE
A1 pg - L7 AR RE YO, D TIRERRBURY; 2006 4, 5K)E 4%
KA T A R K Fr S B e 7 v, A iR 26t ¢ R R, #=0.999 3
~0.999 7, RSDW 0.48 ~ 1.33 %, [FIHh 99.7 ~ 101.0 %5 2001 4, J&Fh41 %
SR A SR R, DA AT AR 2 6 6 BE VR R KO R P 2005
IR AR T BB AT SR S RS I S £ R, RS ERAE 0 ~ 50
ng - LNERIWN RLMELR, r=0999 6, KitHBRHA 0.27 pg, RSDK 3.3 ~7.9 %,
TRy 92 ~ 99 9,04,

IV E PR R Wi, A SARMERT R, DU R 4 i 7]
X AR AR N R 22 o AH R T I0RBBUSE . T-P0 S ARV E R PR S 55 1)
XFICHEAT T8 2 I SO RIT T o 32 B2 I N 45 Tl 2 T 2 AU T 1 22 T 4% 45 4 LAY
f My, s A BAFIRAEEL R 2000 4F, BRAFEEIERE /St
PERAE A 55 55 B R T S S €8 S PRI B ) DN i FH K b 048, D VAR R FRR 0.008
mg . L™, ORS8RI e B BT 2002 4E, 2R &R R — RIS - R
A BRI BE 43 O R i K Th i8S, RSD 4.90 %LLR, [HII3 99.3 ~ 100

11-
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%%; 2008 4F, FHRELEIIE T 5 (00 T M AL PR AR, [IBCRR IS 45 F A5 96.5
% - 101.0 %P,

PEICAIHTIE S MG BROR A ik e R B AR H0E . 2001 4, Ry
JAERIE TR (DCOBAQS) SERTE M AWM=t fe, JFH izt
ZRE BT E, LREBUE. GRS AR A B B G, R
B4 0.557 ng . L7 2001 47, 5K NH ML KA % 1 AE pHAH 5.8, LR — LR —
BRI 0 0 52 37 AR, 2000 4, SRS AR 8 - FRILMEIb 5 I A i
WEORCAY, FEAE, TR R AT, KA 20 ~ 700 ug - L7,
FILPERIIBR FISCR S AR R BT I 22K 2, 2003 4, Hong zhen Lian% A K
FIARERTATA, OAH R AR € 33 — S8R 4% 1) 7 V20 B AR L AR AR )R
(R T T e

XA AL R AR R TR R SR P RSO R VL EAT 5 B 4 Ml e AT o,
INARRER BE S A AR BB, = SRS Ny CIEBEIRAA R, BT At mT L 2
BIGSE. — I WP RS A S, R e LYY = SRR AR 5% M
Ko = LIRS 2 Z A FH R R A, T & AT KR 3 pk
BRI A EE R . = ORI B 7.62 %I, IXLER S AR T
ke, T B RO AT LAARNG, B )N 5 R OGE . h [RIZE R ) A S S
BT, SRR AP RSO R I B = Z R AR R, A
R E B 1 o 28 B S AT T 0 ANV

1.5 REEHE SR

RZEH R LN, Ik 20k (R 252, A0 AR K771,
AR (1 SR REVE DL AN B 3 00 B b (K075 G )i, ARG S5 [ S AT 5K
LA 29280 BB BN ™ o RPARZA i 2 1) A0 B 52 AR 25 11 25 ISR ik
b, AR GRlA Al S SRR AL AR 2 i 2 A 0y (AT 20k
Iy R WL KOPEE) AR S RG] R E AR 0.1 %A, 420
P e PR R A5t e s A, BRI 5y b, TIRR4 4y
o XPARREAT @004 10 H IIAE T IR 25 I 25 A8, BRI A ST K A S
Ty I, EHEB AN AT Z, SRR R TR, BRI AR
A, WSRO0 R PR 2 A AL 53 BT IR 5 TR B 8 R A
5] A0 Y A 24 5 2 TR 2% i (Impurities) (194387, (H&IL0F50 Y — 3.

RBORYE, A2y SR 2 T AR e MR B AE R AT S T A A IR 2y
ATy (R B BT ARDRE LAy B, B SR % A 7 B T 5 (KA A5 SR 1K) il
ARUE R BT E 1) S 24 0 B A VA A TINE , BRI RIS R . H s 2y

-12-
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B RURA W52 AT 2 BRI s, 0 5 S A AR S (RS 24 R), — Ml R A
AARERES, TR RS TS A BOE AATRE AR, LT A R AR (i
Pio HT RIS AR LMD &G RIREARER, RIS A28 nl i 2 2ok . AR
T % T 00 28 AT, T DAAS B A 2% o () 2 b VE A, DRI T 3 R )
T VERAT AT AR AN IS o Gl R ARG USRS AT AT I R, R T AR
H—%d, S A S . Ub, A RESs A PR BN 2 AT 4 Rl ke 22
— M TR, KRB AR, DR AR A — I 2 B i 45 R 5 5
Brét A —5. 7R JFL e ATy, sk e MR A 1 e e 808 o 1
KNG, TR R I 2 i & s ] R IK TSEBr & e A& 1 %
PUR 2900, X i 22 NAE e VEie B ) CEDEAEAE 10 %R 25, B g Y
FIZE 0.1 %), (M3 E Bl 1 %S, SRR EAF B% 20 AR T 24T
A7 DDA 250 5 2% 485 U SRR R s 02 MAEAE T B AN K = BT, R F il
AR R B B, 200 & b 2 IR MR 22, RIS 200K FH 78 R G U
Rl (ELSD) Bidek 2o T ik af e L AR 28 s &0, P He 4%
AT T 6

HATEAR L I R b, 3 B2 mT DU A A R e b, sy
WL G B UL o AR GE AT BRI FH &P o3 2 T B B 25 vh i 40 3 3047 53 15
B, MR EAAERES S, XTSI S A BT A e . RS
T, RAMESE PG BB A A RN, BT RN AR, ATReS ik —
ANECIAS SRR A . ) TR B 5T, 0] LA F 43 B LR v T A4 (A5 18] 5 i
I AT LU, RIEATDAAE MRS e B Rk CRH M8 , RS ZR ig
WE B BN ED.

BLFIHTIE ARG S) B M ELAA G 2 A M IR 5, A 2 — L
A AT H AR, i1GC-MS. LC-MS . 3AH €0 %A% i e 41 30 1% 55 FH V2: (LC-NMR)D
2. HETBEHHEA, I REGC-MSELC-MS TR AR 245 4 7 b e i I ) k. [
PR IE (126 TR 254 0 AT IR AR 2D T UG STk i AR -HLC-MS I 5%, i AR H
LC-MS )7 355t R AT T A0 Ar'7, T SR A5 ) F v A30b € 3 — R B v
B5E TAER R TP AL, AN, ZEE L. I RHGC-MSIE 5 2,4 - D
JEORYBEAT T 420 %, 5K 445 R GC-MS TS 5 1 1 S 24 M H - SR AT 1
SE MRS BT, A 28 St e AR TR TR A i DR 2 S L 3 R O AT T AU A AT
[71]

B B EVE R N ML e SRl SR AT A % I A 0, A F 100 B 4 (1) 2%
AR EANGERER AL,  LhnnT DUR 6 T 23T 0T, ST REf 2,
A ARl I i ANLC-MSZh5 R AFHEN — 28 % 0T,  MLI AT UG O S I AL &9, 5

13-



= LRI T g b KR i d o b

JRZTEATLCEE N IR, TR s AR (28 572 e UREEE i A o b B iE
HMLC-MS. GC-MSHIZ7Hrai i, (eI e AR Eit e, AT T & Bl
F. FRAERHGC-MSYEX WL BT T 450, XA 5 A b AT T 6
et e BT, XIRISER I GC-MSIBE I F AR BRI S T e Wi I 25 K A
S = A R SRR SR 2 P 2, R T T,

= CIEIRER S FL 28 0y T 45 M RN BRAGE I LU IRRE IR, AN T LI A L
Fl, [FIRGEA B A ], XN T R MR . — SRR 24
YRR H IS B A TF RS, H LR A 1) 2 SR FH 4 b A 38 5 BT 25 (1)
A FONRIRER . Fedh, MR Gk EE S G MR, AR GC. IC,
IR. NMR. LC-MS. ET - AAS ZF-Bt, XM = ORI 25 AT 17 e k.
ERAA T WX TAE, @A TARII T e, A s 3
= LB 7 i T B B e I SRR AR LA

-14-
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FE ZCHRENELESETRIESH

S ORI AU A RRR AR, H RO A T A R
HUBCHFBTIR RN MR BN S o AP, FEH B 10 = O
R R S RRAT 87.0 ~ 96.0 %, MELGHALIRBLORY" . P ™ dh5E g 1K)
BER, PSER AL AL E, $Em il KeR Bt ora ). SRR ESE,
A = SRR AR 7 A T BRI MR AT SRR e AT
LT B SR 2 S0 ) 5 20 7 3 R A, 2 TR RE RS, T
BA%, M HAEHRRA BT B AR . AR TR, =4
WA I NTTE, B SRR g IR 2 M ghA, diah il . ST =
CERRERTER A (e BT, DL — H e BRATC Akl T
AT AR E) SR T A = LR R R 24 BRI EAT S B
AN HRE, (L R ATFIRIE . 5T 8 LI, o Tl e
PR e R B SRR B ) AT A, [ N Dy B 7 e e A A A e
P, AFRA 7 A IO = QIR 1 SR 2R RIREAT 1R ik 5T
2.1 M5 7%

2.1.1 /&

R 23 7IDX-120 B8 F (4154, FifTDIONEX IonPac AS 14, AS 9 (34

4250 mm) B R ARN RS A, FLUF R, ASRS-ULTRAH & 1/

M N 2000 Gl T pHi: BRI : IR A, R KR
T BB Ve AR 4 BORESR .

2.1. 2 RFFAR

OB JRZh (7). 80 %R (=) Farfidh (Fr&: 99.3 %,
FEHAEYRLE (PED ARAFRM; WIS 5 MK ToKIRIREN
IR RAEN . EULEN . TEIREN. WRALEN. RN, BRI . oK
MR O RIR. BER . WULBRY N dral, SN, Bl BRI h IR Al
HE K. =K.

1000 mg - LM% = ZBRA0ARUES, . TREIREN . BRIRSY

PERRVA: 80 %: BRIRVAE: ¢(1/2 HaSO4)=2mol . L™ ZSEAEIAIIK: ¢
(NaOH) =1 mol . L™, Z4ALWBIEW: ¢ (NaOH)=0.1 mol . L™"; flbrHER -
c(1/2L)=0.1mol . L™, $%GB/T 601 Hifil; B ACHRE BREARUER E B (NaxS03)
=0.1mol . L™, #%GB/T 601 ficshl; Mylks rl: 1g. L™, $%GB/T 603 fiihl; ¥
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WiE R 05g . L™ CHrtmcsdD, #GB/T 603 Fihl; 2. pH=7.3+0.2,
FRE 100 g5 5808 CREIAE 0.000 2 @) ART 1.8 LK, IRV R h fl 42
pH =8, WHIRERJG, EpHiHE T MRy #H2pH = 7.3 £0.2, MA 30 g
AL AR AN BIPR HEV R 20 mL, FFFAE iR E KRR 2 Lo =W AL ORAE, AT H]
Z T IR AR AR R A AR A I 2 E (A

2.1.3 BFEEZNERH

2.1.3.1 {EM AS 14 BABEFRIEHN P ITEH
WVEW: Na,CO; (371 mg - L) —NaHCO; (84 mg - L) ZErEW:
J: 1.20mL - min';
FEFEIR S . AU
SER: 25 uL;
PREERT): ZIEBRIRIE T, 20 4 min; WS Z 1, 2 7.0 min; ARRAR
HT, £510.0 min.
2.1.3.2 £ AS9 FAE FBIZHM DT &4
MV : NaCO; (954 mg - L™ ¥l
Jii: 0.80 mL . min';
FEFEIR . A
EREE: 25 ul;
HNBRIE E B s
TREAIEE] . ZHEEEIRAE 1, 20 4.2 min; WHEMRARE 1, 27 13.5 min; i
RET, 2 18.9 min,

2.1.4 —ZZHRRBAEARRKEDBEE/NE

FREL 96 % — LR A5 )7 245 20 g, BT 250 mL Befref, A 100 mL —Z¢K,
BCER . FERRIAE 15 “CL 25 C. 35 °C. 45 °C. 55 °C. 65 CE&AEFI/KE
B e 2 h JE ek vE . BEES AL SR SIS, TR ORI AR 0.02 g) B
BBt A i A JE e R 2w, R EEIRFE T 95 CHR T,
TSP ARG E. 3 IRER, H = OREAE /KPR I 34T 907
2.1.5 =R RIRZhRY 4k

PRI = SRR )5 245 50 g THEph . I 40 mL 40K 7330 R AR 1 h, il
JEIFIN 10 mL —ZUKvekest, EEEuEY) T 95 CHUAR AL 2 h, WTEE RO K
BT 2 h, RIFGER—UOKVEREdh o R S KPR AR 28 — UOKYER . FX
B UOKYEHE b 24 g I 200 mL —ZOKBERE 3 h, flgE, AT, TR R T
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BA3 265 = UOKPEREfh o K HLIEIAE 60 CAKIB R IERRYE, MR 2 A AT
I R bEZE, Ak, BT, BB FRRE AR KT AR

2.1.6 ZCHBRBRERMNEERRRESENERE

R PRV B 28 1 E iy 40 i 0 4l G 1 — SRR AR S e L, VR alitk )y
VEIERHIAS I s LA M, TR I E AN RERR R . DRIREZ TH IR 2% BT 5
2.1.6.1 MEENE=Z RS

WA HG 3296 X = LBRER IR 2 — JOKVERESL . JOKPEREil . = 0K
FEdh S KA AR S 34T 5 EE
2.1.6.2 BFRIEENEZCHBREREERK
2.1.6.2.1 = LJIER 2 1 (vl 2 B 1) B B

B ORI E = SRS A — R AR I 8 B U7 08 IR b = LR
B — PRI, CREMTEK T, AR ORI . A AR e AR A
SRR/ T SRR AR B I B () K. 9 DL SBERIRAR & STy, FroR
= LIRS SRR L. AR 1.082 5. [FBE = LB IR 2 b AR 1, SRR
PRI AR I e LA R %R 1.224 95 T b I 52 N e LA R %% 1.375 5,
2.1.6.2.2 = LR KT AR

FREL 0.01 g 8% 0.1 g (BIREHIZ 0.000 2 g) = ZIRRERE 2, TN 100 mL 7%
HIEH, AN 90 mL gk, SR 30 min, AHIBIEREARZE, K5
BETEREFOMAEOL. 05d. 1d 2d. 3d. 7d. 14 d J5EFERRUEHTE 10
TN, BEAESAEIR 2.1.3.2, I AN [ CE I 18] 1R = SRR 25 W I IR
WA . B R RRIR FE AR AL, LA T — C BRIV 1) A5 R I 2 ) 4 i 1t
2,
2.1.6.2.3 =LA, WEBEMRES . (IR B bR vHE VA R I )

PRI 0.1 g = Z SR ERFRUESy . 0.05 g WWRERRAN. 0.025 g fifes (UKHSE
0.000 2 g) AR 100 mL &I, A ZHKEME, AR 30 min J5
RHGER, Bl = SRR ERPRUE S S TR A PR AEfE 4, B 10 mL fifi % W
T 100 mL AR, WIEBUE R, Bl = QRS WRERRE . DRI IR
B bRUE AR
2.1.6.2.4 AFEHH I BC I

S AIFREL 0.1 g CRFAfIZAE 0.000 2 g) 1= LSRR IR 25 . —ROKVEREM . X
IKBERESD . = UOKPEREM S ZKAT RS TANFEE) 100 mL IR, A=K
WA, ARG 30 min JERHESR, FCHIR = OB REAE S, R
2.1.6.2.3 Bl i — LR TR

-17-
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2.1.6.2.5 Mg 545 R4

16 2.1.3.2 BAELAMT, FHEEERUE )G, S8 ANEUEHR G AR AR
W, EARARLE 2 Bt CEEBERAR . RN . BRI AR i RSN T 1.5 %
I, FERRUHEEI . IRFRA . IRFRVEI . FRUETR I B T 5 o AMRYVETHE
g
2.1.7 BRABEF. MHERREN = ZHEREES 2T
2.1.7.1 BT MABFE CEBBRRBFHBIXE
2.1.7.1.1 AS 14 S0 W &1 5 CEERRRAR 5155 255

P L BH B 755 = Z RS VR A IR A IONF 2.7 mg - LT CI' 3.6
mg.L' NO,80mg.-L"'.Br95mg.L" NO;y9.6mg.L". PO, 20mg.L".
SO/ 108mg - L' =2 13.0mg - L™, 7F 2.1.3.1 (a3 54 Tl
2.1.7.1.2 AS 9 BT OB A0 B WL B 1 5 AR BRI AR B 1 B i e

L5 W ES 15 = LIRS MR AL W/ B 8F 10mg - L'\ C1 20
mg .- L' NO,y40mg.L™". Br60mg.L". NO;y60mg .- L. PO,” 160mg . L™,
SO 60mg - L' =2 S0mg - L™, 78 2.1.3.2 #AESAE T, BEREHT.
2.1.7.2 RBKEX CEBERIRE FREMNE RSB0

KA 21310 ME AT, R KRR 2 5. 4 f5. 6 fi5. 8 fi5. 10
B 12 /%, 1445, WA 120 mL - min ™', JH 100 mg - L™ = Z BB FRUE
WEFE, LSRRI AL, e ZFE RN 5 e UL 7 R B 4 B s Dl
2.1.8 =ZCHiMRSE. THEERES . FRERERAR/E M 2RI

FH = T R BE R M A 45 Y F) 35 b b AR (25 mg - L'\ S0mg - L7
75mg . L7, 100mg . L', 125mg . L™, 150mg .- L™\ 175mg . L™, 200mg . L™);
JFEY ST T 0 o A A5 46 Y T o) 100 A S Tl R T 1 1 45 b b o TR (2mg - L'
S5mg.L"'. 10mg.L". 20mg.L", 30mg.L". 40mg.L", 50mg.L™");
FEVBRE B 0 o 94 £ 860 Y0 0 # F) DA R A% V1 R0 25 B b v T AR BRI (1 mg - L'
2mg. L' S5mg.L' 10mg.L". 15mg.L"\ 20mg.L ™", 7 2.1.3.2 5
SN FRAT T, LA AR RS AR, R (ng) WRRARRR, 23—
CIRMRES . WRERER . BRIREhRUE 2k o
2.1.9 = CHiRR5E . HEERSS . MR BE T ITOMAERNEREFSEE

PRI 0.05 g 52 0.1 g = ZBIRASFRAE S 2 71 5 0.05 g 80 % — LIRS vV 1k
¥l (RREHIAR 0.000 2 @) WA, IIAZIFE— 100 mL Z¥&=)fEH, 190 mL 2%
K, BREPEIRY 30 min J5ER, &F2.1.62.3, 5KEEMNT = LBERAUER S

-18-



L TN e e DA 'S

2 B

FREX 0.01 g 8% 0.02 g SWHEFREN 27315 0.1 g 80 % — L BEIRES vV ER I (34
R 0.000 2 @) WA, RIFE, 5 RES T W Sk v RO % A .

FREL 0.01 g 5% 0.02 g BRIREN /5115 0.1 g 80 %= LR nl iR vER 71 (XK
2R 0.0002 g) JRE, RIEL, 5 RERHTHUR SR AL SO % 5K
2.1.10 80 %= ZRHERE AT £ RO E EXF L 3T 777K

KAMEE (F 2.1.6.1). B EisE (A 2.1.3.2) WEFR-—FEd, 80 %—
CISEPRER IR TERY ], 5 IREER . X 45 BT ELER o BT o
2.2 ZR51HE
2.2.1 ZZBBRBREKRPBBENNELE R

M 15 ~ 65 CEHAFTAKT = CIFREEMAEN e R (&2 -1D /5, =
LR ERAE /K TP IR AR B ST S MBS A W I IEAH G, A LA G . X
FfICVRE R ARG MR A H G BT H 5 S VR & gl . I Ah, ARV R RS
AR, R = CERRERTE 65 COKT AR /RIS

R 2- 1 Z LIRS R KU ¥ 8 B B e 4 2R
Tab. 2 - 1 The solubility of fosetyl-Al in water at different temperature

B A I WEM /gL SPIME fg - L
Sample Temperature Results Mean values
15 120.0, 120.2, 118.9 119.7
25 129.5, 1254, 123.0 126.0
= LR )R 2 35 123.6, 120.5, 121.8 120.0
Fosetyl-Al technical 45 111.9, 117.6, 113.5 114.3
55 106.4, 107.8, 109.4 107.9
65 954, 98.5, 974 97.1

2.2.2 Z RSB TEKPEBIRIEER

HE 2 - 1T o LUEH, 7R = SRR &80T (0.1 %) LHEBR
R ELE 0~ 14 d MR W BAL, 14 d AR RRAR 0.59 %, kRt T
VERSIT (0.01 %) FXF R ZIE S 67.95 Yo NV Ik 52 BE 25 1550 N ) f 4E
KBW Ty, IX ]S CIE B AR K AR AT OC . Rtk & 0 LB R AR (1) 1/ 23 2
i 1.45 % EJFE) 1.52 %, SR TAERE T H 1.46 % ETHE] 6.61 %o B RAR AIAHXS
Iy ARRAETEANTRCE WIT0], BRUERE SN 2.50 ~ 5.42 %, FRUETAESIN 10.96 ~
17.39 %, FHXTLCERSE . FOR e &5 H Ui B, AnvfEfl &0 I — S B IR S LR
P s TARR WD ) = SRR RS e PR 22, (R B A BN S 52 D00 5 (1 5 e ] LA
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BWEANTE
450
—— ZEBEMIR (0.1 %=Z BREKEB)
4 -
00 —B— Z R (0.01 %= Z B 58K ¥ W)
350 | TR (0.1 %= Z. BEMR 4 K %K)
< 300 | WM (0.01 %=Z BMEKEBR
% —¥— R (0.1 %= Z B EKBR)
;250
§ —o— HRIAIR (0.01 %= Z. BE B 45 K ¥4 )
200 |
150 |
10 AT == x
.
50 | \\\\\\\\\\\\ﬂ

t/d
B2-1 CABBAR. REBARABARSE TAK T 648zt oM
Fig.2 - 1 The relative rate of decomposition of ethyl phosphine ions, phosphite ions and sulfate ions in water

2.2.3 S REMEFERT=ZCHBREREZERRIENEER

H T AH B A IS, AR A IR & 2R, — SR
RIS A X AR . — 7 s S A = gl B = SRR i 2, — T
A28~ E iy ) N FH A 2 ) 5 HH SR 3 == o it 2l o th T-3REAE 6 i — ST IR
RGP TR MR, IR 25 B 10 2% 0t 3= 2R AR R Sh A
R Eh, X—4iR ol & ek o EauEss, WK 2-2~ B 2-4. = 4R
A T AN, PR A PLERI2E4k,  (H 2 nT DRI LR 2% S50
PR i IR EhAE 7K Hh s A FE 11 22 e ke as B 2k B 1

AL AP Th = O R S R A R S R WK 2 -2~ K 2 -4,
HE AT %D, — QIR AR IR 2500 1 = YOKVER R & mAE B D T, RO
PR R AT 5 P R e 1 % T 7 ot [R) 20 FRAIE G i SR I IR 3R LR B s, B
IRYEXS 2 AL SR T Re B AN ], AHZ2% & =W 1%, B3R g, m%r-
ml BERE I AL K ) o AT it T DR TR PR AR 2 1 (T B A A A Y B ) PR —
VOKVEIEIRSO, Z R 4 27 689 mg - L™, 7KHT HHUEWR K E] 5 701 mg - L™ (R
R 2-5). = UOUKGEREAKHT ARG = SRR o I8 2] 99 %Ll b, ik
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AL, T KO0 = GBI B R 25 = IR B I S TV AT U o = OB IR
B AR L 5 KU R T i B WS R IE AR G, SRAS I FRUE WOV &= 3 =3 I e &
it o (ECRIE R R R AR I, T LA IR . (B KR s R4
IR, B0 S8 = QIR i . ARSI = 0K Ja B BUR L) 15 %, (Rl
FIAR, ANE I = SRR AR 245 1 T AL AR RS 2t

450
400
350
300

250

E/mV

200
150
100
50 (\___

0 AN

T T T T T T T T T T
0 2 4 6 8 10 12 14 16 18 20

t/min

1 C,HPO; 3 2 HPO; 5 3 S0,
B2-2 = LHBBREIHERYBTEESBE (ASI)
Fig.2 - 2 The ion chromatogram of fosetyl-Al working standard solution (AS 9)

500
450 ] 1+2
400
350
>3m0
é 250
200
150
100 4
50 3 k
ol

t/min

1 CHgPO; s 2Cl7; 3HPO; ™ ; 4S0, %
B2-3 ZCHMBERYENETEESER (AS14)
Fig.2 - 3 The ion chromatogram of fosetyl-Al technical (AS 14)
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E/mV

t/min

a 4li{LHT Before purification; b 4lifk )5 After purification
1 C,HgPO; 3 2 HPO; ™ 3 SO,*
B2-4 ZTHBRRBGUAINENE TEELSBEEME

Fig.2 - 4 Superimposed ion chromatogram of fosetyl-Al technical before and after purification

R 2-2 BBEEMET OSSN E S M= Z BB M4 R

Tab.2 - 2 Determination data of various fosetyl-Al sample by iodimetry and IC

B BiE ¥ /% lodimetry BT EEE /% I1C
Samples I II I X | II 11 X
/\g‘
E#j, 919 918 917 918 912 919 91.1 914
The technical
#?/_’7 N M-
, R i 96.6 963 97.1  96.7 97.7 973 975 975
First washed sample
CUOKPERER
JORUERF i 977 976 975 976 98.0 987 981 983
Second washed sample
KRR
.AK BEft i 99.9 997 993  99.6 99.5 100 994  99.6
Third washed sample
FKHT H AR
KA B 99.1 994 992 992 100 998 994 997

Precipitation water sample

20
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R 2 -3 BUEDNETOI E LRI T A A B R 45 R

Tab.2 - 3 Data calculated as aluminium phosphite determined by iodimetry and IC

BRI 2RI 1%

Impuritie, calculated as aluminium phosphite

WUE¥E /% lodimetry BFaiEE /1% I1C
I II il X I II il X
/\g‘
R 1.1 1.2 1.2 1.1 5.2 5.8 6.6 5.9
The technical
R ER
. ACHER 1.0 1.3 1.2 1.2 5.0 4.8 4.6 4.8
First washed sample
UOKVER
JOKYERE 1.1 1.0 0.9 1.0 3.4 4.0 3.8 3.7
Second washed sample
=K
. Skt 0.8 0.9 0.8 0.8 2.5 2.3 2.7 2.5
Third washed sample
Vi 1
BT B 09 10 09 09 24 26 28 26

Precipitation water sample

R 2-4 BF =BRGP DR R v B 2 B E 45 R
Tab.2 - 4 Data calculated as ammonium sulfate in different fosetyl-Al sample by IC
AR B VH IR 1%

=)
S:nﬁnnles Impuritie, calculated as ammonium sulfate
P I i il X
/\é‘
B 3.7 4.4 4.4 42
The technical
VR VER
JOKYER 1.7 1.7 1.6 1.7
First washed sample
TUOKPER
JORER 1.4 1.6 14 L5
Second washed sample
ZUOKBER
) SRR 0.2 0.6 0.1 0.3
Third washed sample
7. i
BT i 0.8 0.7 0.8 0.8

Precipitation water sample

23-



= LRI T Ok b SR 2 e

R 2-5 TIEBPHBRIRE TIRENESR

Tab.2 - 5 Determination data of sulfate ion in filtrate

FEM SO, /mg . L™
Sample solution I II X
— IRIK YR IE
YUK 27126 28253 27689
First washing filtrate
YUKV TE
AK&?{}%{& 11136 11106 11121
Second washing filtrate
/. “Au‘u‘
KA HHIEHL 5710 5691 5701

Precipitation water filtrate
2.2.4 BB TE CEBERIRS BER

REF L A~ F A1 AS 14 AS 9 B i o B i 15 Wi 7 BT
MdE, Hr AS 9 g EAt. = LBHRFE Ml BEAEAE R WIHE 1, Dt
LIRS AAAE LT RERORIE R T, S B4R, 78 AS 14 #E E 23k
PR 5 B T IEE 2 B 16 AS 9 M O RIR S 7 59 & A 4
T, PR W EE TTIEORN, AME= BRI S, i H
KA IREAAAE, DRI AS 9 FE@NLM T ik, I se ik 1508 13 &
R WERVRGE = ZIBRIREFE & P AT 7 T8, AS 14 AT LU ik
2.2.5 ZZHBRIBRE I E SHITRKERRXILER

LIE IR AR (1) D B I T) S R e O AR RO L, I 2 - 5. Bl R DGR
WRIEMIPEAR, ORETIN RIEWER, I vE, WEIAUEARIF AL . itk
VR BEXT L IR AR5 SR 1 (R 73 B B0 R IR B

16

14
12t
10 }

f/EMD

8
6
4 L
2
0

40 52 6.8 8.2 96 10.8 122 13.6

t/min

B 2-5 CABBARDTREG I ESGMRBRREKX R BHE

Fig.2 - 5 The curve of relationship between C,H¢PO; ~’s RT and the concentration of eluent
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2.2.6 tREZAYAH
2.2.6.1 = CHEBRSatR/E R 2L Y45
HEEFER (0~ 5000 ng) XA AW THIFATHEE v) 13 = R a b it 42 7 75
Y=-43517432+1283.72 X, r = 0.995 6. FrAEdhZE LK 2 - 6.
7000000
6000000
5000000
< 4000000
* 3000000 |
2000000

1000000

O - 1 1 1 1 1 1 1 |

0 625 1250 1875 2500 3125 3750 4375 5000

m/ng

B 2-6 = LHBRERANK
Fig.2 - 6 The standard curve for fosetyl-Al

2.2.6.2 MEERRSRHR/HE B 2k B9 45 I R 46 U PR
HHEFETE (0~ 1250 ng) S0 R [P0 TR AR T 530 n] 45 0 FRAR (P bR v 1Hh 26 7 A2 4
Y=-13507.94+1226.89X, r = 0.999 7. brUEMIZE LI 2 - 7. AT7yk s H R

(LOD) X L#EfRE N 12.5 ng.

1800000
1600000
1400000 |
1200000 |
< 1000000
= 800000
600000
400000
200000
0

0 250 500 750 1000 1250

m/ng

B 2-7 TABRABATAE W&

Fig.2 - 7 The standard curve for aluminium phosphite
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2.2.6.3 Filg iR 2L AV LG I R4S H IR
HIERE B (0 ~ 500 ng) X Y. U [RIAR V15 ] A R B (M bl i 2 T RE ) Y=
-2203.08 +4326.24 X, r = 0.997 6. HrifEHhE W1 2 - 8. AT7 ik HAD H FR X
FRE N 2.5 ng.
2500000

2000000

1500000
<

F/

1000000

500000

0 50 100 150 200 250 300 350 400 450 500

m/ng

A 2-8 REEIFEHE

Fig.2 - 8 The standard curve for ammonium sulfate
2.2.7 SIAEREREBERENESER

2.2.7.1 Z BB ERREMBZEENELS R
2 2 - 6 VAT I HER BT 8 IRl 2 100.1 ~ 100.2 %32 PY:
2 - 7 VHEAS T IEADN BRI ZE RSD O 0.31 %, X E8H s 3 W I g 7 v R s
JEERURG 3 FEAT 5 0 BT 25K
R 2-6 =Z BRI ERS I 2 BdhE
Tab.2 - 6 The accuracy data of fosetyl-Al

o g /g ] ]
MRS o B /% SEBEMER 1%
Fortification .
Sample No. Recoveries Mean recovery
amount
1" 99.7
2" 100.0
3" 0.05 100.3 100.1
4" 101.0
5" 99.7
6" 100.2
7* 100.5
8" 0.1 99.8 100.2
9" 100.8
10* 99.6
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R 2-T7 Z LM% B Bl
Tab.2 - 7 The precision data of fosetyl-Al

TR EE 1% AME 1%
*—}anvﬁ? [==E0 0 ‘_‘Fi’J{E (] S, RSD /%
Sample No. The contents Means

1" 80.4

2" 80.9

3" 80.7 80.54 02510 031

4" 80.3

5" 80.4

2.2.7.2 L#ER%5E . WMERSRDINHVEREMBZEENES R
H1 2 - 8 THET A PRI IR A ANt I B 1)~ 38 [ e #2703l 2 100.1 ~ 100.6 %,
100.2 ~ 100.4 %; J7iEAHXARHEN 25 RSD 43514 6.59 %+ 9.88 %, IXLL4H %
WU 5 7745 (R RS S MRS 25 JE AT G 2 Lo BT 225K
K 2 - 8 T BEFREE AR BRER A MER B I 2 B
Tab.2 - 8 The accuracy data of aluminium phosphite and ammonium sulfate
HRMmS IR wing /g FE % FHERE /%

Sample Fortifica- Fortification .
. Recoveries Mean Recovery
No. tion sample amount
17 99.7
2" 100.0
3" 0.01 100.3 100.1
4" IR 101.0
5 P& 99.7
6 sodium 101.5
7' phosphite 100.9
8" 0.02 99.7 100.6
9" 100.3
10" 100.5
1" 100.2
2" 100.5
3" 0.01 99.8 100.2
#
:# Zﬁ%m 1909968
6 sodium sul- 99.9
7* fate 100.3
8" 0.02 100.8 100.4
9" 101.4
10" 99.4
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R 2-9 WBERRLE AR IR B AR 2 B I 52 B4l

Tab.2 - 9 The precision data of aluminium phosphite and ammonium sulfate

et TR IR
HRAS aluminium phosphite ammonium sulfate
GE /%
e 54 59 57 63 54 2.4 2.9 2.7 2.3 24
The contents
0 /i} /(y
VR 1% 5.74 2.54
Means
Sy 0.38 0.25
RSD /% 6.59 9.88

2.2.8 80 %=CHEERRFRIEM FI MM IE LM R LLIL

XF 80 % = ZMRRAT PR I E AR (AR 2 - 10) KW, B @ik
PR E GRS T RS, CEZ R . R R W] B T A
A AT ORI R 2 T = SR A0 770 (9 2 HE A3 AT

R 2-10 BUEVEANE T ORI E = SRR TR A 7 45 2R
Tab.2-10 The result of contents of fosetyl-Al wettable powders by iodimetry and IC

o) BEIXE BLEYE lodimetry BT IC
Repeat  WEZR /1% — NEdR 1% =
Sampl . 9 %
ample times Results Cx) /1% Results (x) %
1" 81.0 80.1
X 2" 80.7 80.0
80 % ] ¥R EAy 7
;;2}1§jhﬁj 3 80.5 80.9 80.5 80.3
’ 4" 80.8 80.1
5" 81.5 80.8
2.3 Ihgs

2.3.1 = LIBRAGAE/K A I SR T IEA I, JEioR A A i K A 3R
= ORI . = ZBRREN RIARAERR S T AE = FIRCE 1 M BLE, HopRiE
AN I BLRC o

2.3.2 FHEAE = LB 25 P& (2% i E 2SR £ . BilRER. ASC
RSN DU IR £ BRI £ 0 T2 R 1) [ = LRI AT S 2 ) = IR 20K
IKVERIZEAL 5%, AT LU 5200 5 0l o0 M2l i (R0 26 o R PH Bk b i B
X AT DO HCAERA (. /K BEAlAL IR B BRAE T2 i = SRS A K T s i
R 725, JIANERYIZ O REIRER . B R #h 1) S A S 7 U R

2.3.3 AFHANa,COMBON MU, AS 9 BT Ol AE, SR gIMRiE
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G T =R 2. S RRAIH B, APl R R, R
PERE S ATROOr TSR TOE ST IR, e Ak s AR e B 5E 1 AEA
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F=E MEE TR A RN E= CHEGaRT S S

= IR R 24 BRI 0 ) 58 A M 7 VA SR Ak 2 v bR R o =
LIRS & B 1 5 A T A S =S O aRaE . 56 T = 2RI AR S 25 B 71
IR B 10 2 T AT 7V H AT AR LA TFRIE . T = SRR A v BN
TRAM MBS A ], DA AR T AT AT AR N A B A R, AN R
i, i HILZYTURER £ WRERR L nI T AL ], LTSV E AT AT AR JE R
BRANE TR A TR B 5 o« 28 A G EUR R 2 2 B — Al H B k7S, 5
INZET R I A AH b B REBUE =, MRS KRG B AU, nf i AT
BEEEVERR AT 5 Y, T = C R MRAR AR A S B TR, AN T A
T TV — 28 R ' R R DU 2 06T R 2 B ) = LB RR R M L AR R AT R D
& BT I
3.1 MR EFHE
3.1.1 U&Eig&

R RO AR (05 . Waters 60075 %%, Waters 24207 7% & G BRI 2%,

Rheodyne 7725i/Nill IR HEFE RS, Empower ProHH SCHR (3% T 4Ful; 4% F:(Waters):
SymmetryShield RP;s (250 mmx4.6 mmx5 pm),

3.1.2 iKFNFA &K

SRR SR 2 (EF). 80 Y[R (). brifesh (B 99.3 %,
TBEFEEAEDRE ChED ARA R WIS 5 NS5 5K) ToKmR
WA R T el IETIRE (SERE 99 %) CREHEL TAH WA 15T (4l
99.5 %) (AT AIEALRAF s B (HE 99 %) C Rifgifg ik TH R A
D IECHE (AHAE 99 %) (R TAHRARD; KA (AR 99.5 %) (5
T LB ¥ ral; BEIseR s 9K PR —gtakal Rt
DY ARG A2 A IR 7DD

1000 mg - L' = CBEREAET . = LIRS IR2E . = LM vl
YR R RS T SRR T
3.1.3 &M

MM (B @ OK, & 0.5 %IECHK, YKOMRE pH 5.0) =8:92 (V/1);
MANAHFE: 1.5mL . min~s 2K (99.995 %) WGBS

SERE: 10 pL;

MARELE: 25 °C;
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BRI 60 C;

SRS 0.1 MPa;

SO 70 %

M35 1 000 (= LBERRERA R BIED, 100 (= LJBERR a5 24 il 7]
2% IR A D5

TR = R : 7.4 min; BifRER: 14.5 min; WHERE:: 4.3 min,

3.1. 4 BFFRFIANERF

3.1.4.1 NSRS S
= LR N AL IR 2 R 2 T g A A T TR N IR AR e 4], ASRE R R Ahak

PO ML EHN e, H HILATRIREE . WM ER L I AT A AL A1, b e ik
ZERT AT ARG R A2 AP B AR U 28 (I A8 o 28 R D' FSUR A 0 ot A 30 FH 28 o £
iUl = S =W ) AZ N = ST =28 1 D 1 S R ) e S E | K Y R G |
T S ) A e S B A P R R o = T 1 i ==l O i 1 o et
OB MR £ WP RER Eh AT [F] I H B E o HZ8AOGHU Rl &8 5 on ZE 40
R s A0 bR RUE R, BN, AT TR VR A s
3.1.4.2 BFAHAFIAERER

SR AR IR IE NG 1T e IER. 1F O QIR IRAE N & 1
XPAAL, A5 3.1.3 B4 B X = S e v R FIEAE 0B o S = £
MRAn 5 R N oy B R IR INIA) U4 5o I B 1 0 A

3.1.5 RIBBIES RN

3.1.5.1 BF X5 pH BRI

BC A BE A 0.5 %) IE /K, H L1850 pH E 2] 5.0~ 7.0, 9.0, M
ANIF] pH R ) 1FE CUHZ A E A 857, 7 3.1.3 B AT 4 A1 o0 = SR )
TRPERFERE AT . 8B TR0 pH (X n ¥R 7 = Z R AR e H Ak
JSLIR) 43 B AR B RS
3.1.5.2 BFFHAFIRE RIS

Iy IECHIREE A 0.1 % 0.3 % 0.5 % 0.7 %MIE CREKER 2% pH
HE] 5.00 1ERNEFRHAF], 76 3.1.3 M HT A N X = SRR nl i vk 7 A
T o 5 EEEG TR IR BERT nVR Mk 71 v = LRI AR S L A% I 43 B AN £R B
()5 o
3.1.5.3 FEaNtEREZ LI S0

P FE A 0.5 %I IE CHE /K (H SR pH {EE] 5.00 1F4 851X HAH,
WA A FEEELL B R R 2 %y 5 % 8 %~ 10 % 12 %, 1E 3.1.3 40 Hr 4
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PE X = IR R MR TR 3 AT 25 SUR S AN b R R LG R R 5
= LR K2R T 23 B AR B (V50 o

3.1.6 ELSD &%t

3.1.6.1 ERERERIERE

152 HoE M SAEANAR, AF 40 ~ 90 “CIEH AT AL BRI, LIEMEEE A
fabr, e B ERERE ER L.
3.1.6.2 EUSHRTSIENBNEEF

[ 52 HE M SAEAAE, £E 0.069 ~ 0.24 MPa 55 B I 15 A0 AR 2 SR s
71, LMEMEL A TaR, e B E SRR ).
3.1.6.3 MIERRAIAIEEF

=
lals
puns

T ok Y
3
=
%
—++
K
I
F\'\f
(@)
(e}
1
O
(e}
ot
=
=
o
=t
o
R
=
d‘g
ez
N
aliiF
i
=
o
(R
or

Fr, A5 B FE R E 55 28 25 0
3.1.7 =g sa R E 2 Ry E

3.1.7.1 = CRAB&4R K H 24 R AYHG U R

3 IeHl 5mg - L7 10mg - L7 15 mg - L7 = Z B AR bRUE T, 10 mg
L7 15mg . L7 20 mg - LHERERRIR B T ARHEVA R, Smg . L. 10 mg
L™\ 15 mg - L' AUBRERMR B8 FArvEVRIBAE 3.1.3 N4, 0T, AS/N
=3 b, Wi = QBRI LA PO BER EE . R R A4S H R
3.1.7.2 =ZZBilR4R . TERABREL . FRERELAR/ERL 2L RO

= Z BSR4 R U s £ VT 1 2% Ak b B LA (50 mg - L' 100 mg - L™\
200mg - L™\ 300mg . L. 400mg - L. 500mg - L. 600mg .L". 700mg . L.
800 mg - L) FH RS MR BT br vl it 25 0 11 45 s v AR (20 mg - L7
40mg . L' 60mg.L"'.80mg.L".100mg.L". 120mg . L™, 140mg . L',
160 mg - L' 180 mg - L™"); FHR B AR 28 1 b v fidh 44 YR ) 35 Fhb v T /9598 (20
mg.-L' 40mg.L"'. 60mg.L". 80mg.L", 100mg.L". 120mg.L"\
140mg - L', 160mg - L' 180mg - L™, 7E 3.1.3 M Hr&tE R, #EFEHT
DLV IR Bift lg AXHR BEST ${E Ig C, 2ol = ZBSIR e . WREIREE . BRIR EhhniE
N
3.1.7.3 = CRiB44R . kB . MBS T EMEMBZEINE S X
3.1.7.3.1 = LIERRERMERAEE . KA L e

A3 AREL 0.01 g CRERAE 0.000 2 @) — ZBRREEFRUES IR 25, IO TRl— 100 mL
FE, 90 mL mBhAH, HABYRY 30 min 5, HUaIAE . G E
AL, T S MEIR RS IR 4RI 0.02 ¢ CR§Afi 4 0.000 2 g) —
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CIEBERAUESL . JRZG. AL, ]S O S IR R .

FREX 0.04 g CREffi %2 0.000 2 @) — ZJEREN IR 25T 100 mL A=, Bl
FEF b, 8 IR T = LB ok 55 R 6

1313 IHTEAET, SKMAMRE3 &5 (100mg - L™, 300mg - L™ 500mg . L™)
ST FRAE I B 0T AN P2 AT RS I A I vRRTORS 5 P AV v 2 B 23
THE A% . RSDE.
3.1.7.3.2 MR ERHEAME . RS R E

FREX 0.05 ¢ = Z M 528 5 0.02 g (BHSHIA 0.000 2 ) WA, INA
[i]— 100 mL &R, B R 3.1.7.3.1. 4% kDI, Bl 5 MR R
IRFEA . PREL 0.1 g = LBEIRIE)RZS 5 0.04 g (KRG A 0.000 2 g) VRN,
I b, WO S O mR BEAR IR

PRI 0.1 g CHIRIAR 0.000 2 g) = ZBEIRES 5 25T 100 mL A&, Bl
FEI b, 8 WREE AT R b R 3 5 s

75 3.1.3 IS4, RAMRES A (40mg - L™, 60mg . L™, 80mg . L™
FE VT AR I TR E VAN IR VRN 2 B e R BT, TSR
RSDfE. KMAMREE3 & (120mg - L™, 140mg . L' 160 mg . L™ g rbnvfE
it e 0T e VA FE IR IR A A0, TR RIS
3.1.7.3.3 WiFRERMEMIEE . R FERI e

FREL 0.1 g = LM 525 5 0.01 g CARERAIZ 0.000 2 g) BREZEN, A [E-—
100 mL 2, Aol A2 A 3.1.7.3.1. $& M LR IR, Wohl 5 ok B in ik
FEVEWR . FREL 0.2 g = ZIMRAD IR 255 0.02 g (KUREHESE 0.000 2 g) fifRiN, 431
by BEH S AR BN IR

FREX 0.2 g CHR§fIAR 0.000 2 g) = ZBERREE )R 25T 100 mL A &), Foiild
FEF b, 8 REE AT TR S RS 5 B 5

7313 AT, RSRNE3 £ (40mg - L', 60mg . L™, 80mg - L™)
FEE ST AR AR SN IR YRR 25 P AV TR e RE b, VBRI
RSDffi. KR 3 A (120mg - L', 140mg - L', 160 mg - L™) &7 briE
(S NEIR 457N [TRF.W = B 81 = 2ay I = A [E1
3.1.7.4 =ZZHBRERYA. FFRAUHERNEESH

PRI 0.03 g = LR TR ER A, = AR S IR 25 2R a1
ANIEE) 100 mLZE iR, B fE ) 3.1.7.3.1, HEREHT, SPATHERE 5 K. 7E 3.1.3
(R HT 44, R AMRZ: 3 4 (100mg - L'\ 300mg - L™, 500mg . L") #
SEARHERNEZR, VRS = SRR R T

I IFRER 0.2 g = LBRRER AT ER . AN K IR 25 AR ST A
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[F A 100 mLA IS, BB 3.1.7.3.1, HEREHT, SPATHERE 5 9. £E3.1.3
T4, R AMRE 5 (20mg - L', 60mg - L™, 100 mg - L™, 140 mg
L7 180mg - LT g@arksvEhLk, THERETERIREE (LIRIREH) SR,
KHMRIE 3 S (140mg - L' 160mg - L™, 180mg .- L") @ rpighsk, it
HRER P WRER E: (LLEBERREE ) M5 &,

3.2 Z#ZRETHE
3.2.1 BFMRFIBERER

BT = AR LR 2y nRRIER A P A R R . R R TR, 7%
FCHI LI & BT R DAL 28 AT IR ER, PR A U A 48 it
T3 ARSI 5 o

AR R IEA NG BT e IR I O SRRE AT A & 5%
AR = CERRAEIAT =0T, 76 3.1.3 B &E T, IENIEH CRREHTE
A TR, B ERA WL £ (AN RESE 0 B 1B T LI SR AT
BB, SRR £R (1 5 LR SR e S (LI 3 - 1); IERMZIN Z
B 0 RGN, = QRN BRIRER IS (I 3 - 205 IECHK
K] LRI D9 T PRI, =R Re e 4200 B, DR B IR TR) 538 (LIS 3 - 3),

3

t/min

1 E#:8 % (phosphite) +5482 3k (phosphate ); 2 ARBR#:  (sulfate); 3 = THEBER4E  (fosetyl-Al)
B 3-1 BFsEAALETIRN, = CHBREIFAES (A). = LHB4ERE[B). = LHBRETE
A (C) & BE
Fig 3 - 1 Chromatography of fosetyl-Al standard sample (A), technical (B), wettable powders (C),
with n-butylamine as ion-pairing reagent
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T T T T T
0.00 1.00 200 3.00 400 500 £.00 7.00 800 9.00 10.00 11.00 1200 13.00
t/min

1 44# (sodium); 2 TAER#: (phosphite); 3 = ZMEBR42  (fosetyl-Al) +#LBR 2 (sulfate)
B 3-2 BFEAAE RN, ZOHBRERLRTEESBR
Fig 3 - 2 Chromatography of fosetyl-Al and its impurities with n-pentylamine as ion-pairing reagent

T T T T T T T T T T T T T T T T T T
0.00 1.00 200 .00 4.00 5.00 6.00 700 a.00 9.00 1000 M00 1200 1300 1400 1500 1800 1700

t/min
1 44% (sodium); 2 TEfER#  (phosphite); 3 = TH:BR4E  (fosetyl-Al); 4 #iBR#:  (sulfate)
B 3-3 BTN AETEN, = LHBRETERDH EEsER
Fig 3 - 3 Chromatography of fosetyl-Al wettable powders with n-hexylamine as ion-pairing reagent
HIE GO AR, 215, BIASCR A IE QA 85 xli, 454 ELSD £
M, ST SANE 7RO — 2B U A I F 2 I 2 h = LR B S
APUE RV, SR TARG AL JEAEI L8 HARBRAS T 2 BT ik
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Mo Tl BRI AYIE, 2R IE O AT & 7R I AR AR OR B K T SRR AR,
I AT FL R DR R AR 5 1 U AR R RSUE U 81 R S P AR R 55 1 Lk
MRARIE CUZ B TR S

3.2.2 HHEBESNFHMMUER

3.2.2.1 BF X pH ERIRIT

BRI pHAE A 9.0 I, = Z B ER nl SR A 77 B U A 0, 13
BIPEDRIE S E N, = SRR S LR U AR 1E UG R (B 15 B 10
RN pHIEA 7.0 I, = B 2 BUbi IR 25 5 RS IR Eh I I B B s B 1 0hiak
FIFpHAE R 5.0 ), =LA 5 BmiIR Eh . TREIR Hh I I R 5842 70 15,
H= BN ARR7>1, WURAERESIT, = CBRAA/EAKH
A, HIE KM IR BA8E M E T EY, fECskE B3I R
{REE, RIEEFEpH 5.0 1E 450 85 41k
3.2.2.2 BFMAFIRENZIT

K3 -4 R T B THHRFIKIELE 0.1 ~0.7 %iu W, 4= BRI E T A
IS B IF CRSBORIE BN, = IR, REEL. Ik £h i {2 B 41
SO InER, HAnk g Ee b Esgn, K 3 -4 aTRLEH, HETHR
FIH LR T 0.3 %I, = ZBERAOR B I 12248, H AN 0.5 %
N, = CBRRER A N > 1o MG i Or B I (R R AP 0 B (Mt ik
F£ 0.5 %M IE O AR R & 1] .

12

Qg r
Q& r
04 r
02 r

Capacity factor

o1 a3 a5 07
c/%

B 3-4 BFHEA 6 REMN = CHBRERTR T HYH

Fig.3 - 4 Effect of ion-pairing reagent concentration to capacity factor of fosetyl-Al

3.2.2.3 FizhtEHES bk 58S 220

Kl 3 -5 RO FHFBELLBITE 2 ~ 12 %yaH P, X = SRR IR B AT A 15 . B
I PR LLAI 3G, LAAH AR, BRI RE IR, — SRR AL AT
TR R L9855, (AEMELLENAERE o e -G i DR B 1) TR R RGP 2 s (R et
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EFE 8 Yolfs AT h o0 B 41T

6-

277

g4t

2

23T

22|

<

Ot <> PY —
0 1 1 1 1 ]

2 5 8 10 12

f (methanol)/%

B 3-5 AT FTEWHI = LHBREZTE TR
Fig.3 - 5 Effect of methanol percentage in the mobile phase to capacity factor of fosetyl-Al

3.2.3 ELSD ¥k

PLEMEEL S RPR, &€ ELSD S ECHERERE 60 C, S MAE
73 0.1 MPa, Wiz #2550 70 %,

3.2.4 Z BB R ERFRBINEL R

3.2.4.1 =B A R EZ: R A9HE bR
6313 MO &R, BLS/N =31, WRiEE 3-1 #ic = LB 1 H R
100 ng, WRERSHE 2 1R IR 4 150 ng, HRRAR 25 710k B >4 100 ng.

&K 3-1 = LB K HZRFh BRI E
Tab.3 - 1 The LOD data of fosetyl-Al and impurities

B HLBRE/LS 3RS REMIKE/mg - L
Sample Baseline noise/LS Sample concentration of 3N/mg . L™
=4 2
L 2 10
Fosetyl-Al
012
B’&@*ﬁ%‘? 0.4 15
Phosphite ion
Eﬁ@*ﬁ%? 0.5 10
Sulfate ion

3.2.4.2 FREMZBILTH
3.2.42.1 = LIHRREEbRE Hh £

AU T A0 B ff lg AX = B IR Rk B X $ B g CHEAT MDA, A2t e
g A=1.4282 g C+3.542 5, r=0.999 7. = ZIHMEALE 50 ~800 mg - L 'YEH A
IR L IR R, bRAERIZE LK 3 - 6.
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cllg c

B 3-6 = LHMEBREIFEBK
Fig.3 - 6 The standard curve for fosetyl-Al
3.2.4.2.2 WHERRERFRUE ML

DAV T AR B A L A P TR AR 8 I FE T £t g CIREATIRNATHE., 154177
i hlg A=1.53781g C+2.366 2, r=0.997 8, WM 17F 20 ~ 180 mg - L™'58
FEl A S0 R A PR R ARifEhZE LI 3 - 7.

6 r
58
56
54
52

5 N (4
48
46
44 r )2
42

4 1 1 1 1 1 1 1

1 12 14 16 18 2 22 24

Flig A

cllg ¢

A 3-7 RARER AT w4
Fig.3 - 7 The standard curve for phosphite

3.2.4.2.3 iR Ehinitk th &

DAV ARG B L AR BRAR 35 T B 0 Bfti lg CHEAT IRV 88, 3 ek o s
Hhlg A=1.3953Ig C+3.030 2, r=10.995 7. HEEH S T4F 20 ~ 180 mg - LJuH A
RO RIFLIERR. ML LK 3-8,
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6.5
6.3
6.1
59
5.7
5.5
53
5.1
4.9
4.7
4.5 1 1 1 1 1 1 1

1 12 14 16 18 2 22 24

Fllg A
T T T T T T T

T
4

cllg c

B 3-8 AABR HATfEwh 4%
Fig.3 - 8 The standard curve for sulfate

3.2.4.3 EMEFMBZEENELSFR
3.2.4.3.1 = LJBEPER BRI P FIUR, % Bl g &5

3 3 - 2 VHEAG TR R AER LI E 25 5L, AR LS P34 [ ie% 4 100.3 %,
TR BRI B K 100.6 %, 5 99 ~ 101 %I N, ik 3 -3 AT
AR FRUHEN 22 RSD A 0.63 %, IXLEE s 32 W 5 J7 32 IR A P FORG 55 FEAF &
IIHTEEK

R 3-2 =L BETREEUERR B E iR
Tab.3 - 2 The accuracy data of fosetyl-Al

IR BE7S I R BEVS I
Fortification of low concentration Fortification of high concentration
HASE  EMGR Mo T RRES ROkt
Sample No. Recoveries Sample No. Recoveries
Mean recovery Mean recovery
1" 100.36 6 100.90
2 100.81 7" 100.58
3" 100.60 100.3 8" 100.37 100.6
4 99.24 9 100.33
5" 100.55 10 100.74

-40-



L TN e e DA 'S

R 3-3 = LI B E B
Tab.3 - 3 The precision data of fosetyl-Al

Fefhgms R 1% SEHIME 1% s, RSD /%
Sample No. The contents Means
17 90.63
2" 90.90
3" 90.04
4" 91.11
5 9021 90.44 0.567 8 0.63
6" 89.32
7" 90.60
8" 90.70

3.2.4.3.2 VBRI Eh HEA 5 RORS % R e 45 3
HI€ 3 - 4 TG 7 B MERA FE DI 45 2, AIRIR BEVAS I~ 34 [RI %4 106.9 %,
R BER ISR 99.7 %; 13 3 - 5 HHEAS AR RERZE RSD 4 3.18 %,
TX G K 2 BH U 5 7 2 PRIV S RORE 8 BEAF 5 A Lo BT K
K 3- 4 WHERREEHET R I i AR

Tab.3 - 4 The accuracy data of aluminium phosphite

fRIR G D RN
Fortification of low concentration Fortification of high concentration
REHE  ECE % TREECE % RAEE  EE % *%EM
Sample No. Recoveries Mean recovery Sample No. Recoveries
Mean recovery

17 111.08 6" 99.19
2" 104.59 7" 102.59
3" 99.27 106.9 8" 104.73 99.7
4" 110.59 9" 95.29
5" 108.85 10" 96.49
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*® 3-5 RIS BN 2 B
Tab.3 - 5 The precision data of aluminium phosphite
SE(ULBERET) /%

;jrfiffi. The cont.er?ts, calcula.ted as qu;ljfn:% Sx RSD /%
aluminium phosphite
1" 9.94
2" 9.37
3" 10.20
4* 9.50
5 10.10 9.78 03112 3.18
6" 9.82
7* 9.44
8" 9.88

3.2.4.3.3 f R EhUEA B RO 2 1l e 25

H3 3 - 6 THEAFTEIHER BE 4 IR, IR R I3 R R 102.3 %, &
WREETR I RIS Ky 96.1 % HHEE 3 - 7 VA7 AIXS brif i 22 RSD 24 1.89
%o, IR LR A B I 5 T V% TR A ARIURG 2 S A5 15 % I W K

3R 3 -6 BRI E XIR

Tab.3 - 6 The accuracy data of ammonium sulfate

IR BN R BEV N
Fortification of low concentration Fortification of high concentration
PBSS  FMCR e O RRMS EME e
Sample No. Recoveries Sample No. Recoveries
Mean recovery Mean recovery
1 96.63 6" 95.64
2" 108.98 7 92.45
3 99.67 102.3 g* 91.97 96.1
4" 101.95 9 101.32
5 104.39 10" 99.04
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R 3-7 GRS N e B

Tab.3 - 7 The precision data of ammonium sulfate

& B (BLEBHRG ) /%

;j:iffﬁol The contents-, calculated as SFijfn:% Sx RSD /%
ammonium sulfate
1" 4.85
2" 4.92
3" 5.05
4* 4.77
5 495 4.88 0.092 0 1.89
6" 4.85
7" 4.88
8" 4.78

3.2.4.4 ZZHRRIBIRYS. ALRMEMTI R RN EESTER
= LR I 2y S nT IR SR i S LI 3 - 9. T LK 3 - 8.

3

| 4

A J

000 1.00 200 300 4.00 500 .00 700 .00 900 1000 11.00 12.00 13.00 14.00 1500 16.00 1700
t/min

1 443 (sodium); 2 TAEL#: (phosphite ); 3 = ZHBA4E (fosetyl-Al); 4 ARBEA#E  (sulfate)

B 3-9 ZTBBMBRHB(A). ZCHBRETEERH B) &iErEHE
Fig 3 - 9 Chromatography of fosetyl-Al technical (A), wettable powders (B)
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K 3-8 ZCBRIIRZy . IR MR 7] S AL i T E St
Tab.3 - 8 The determination data of fosetyl-Al technical, wettable powders and pure sample

HRPRAEER /%

— =
SLBREY Impurities content
NEE 1%
P HER S URBREAE RRBAE
Samples Average (LB (IR /%
content of /% Impurities, Impurities, calculated
fosetyl-Al calculated as alu- . Ifat
minium phosphite 25 &mmonium sulfate
AR
. J: 2 ﬁjép 80.35 0.95 9.79 10.35
osetyl-
A 90.44 0.63 9.78 4.88
Fosetyl-Al technical 1* ' . . '
g2 91.59 0.72 10.05 3.94
Fosetyl-Al technical 2" ' ' ’ '
JRgi3 96.49 1.0 9.12 < 0.69
Fosetyl-Al technical 3 ' ' ' '
afi iy
100.65 0.63 < 1.84 < 0.69

Pure fosetyl-Al

3.3 /g

AT LUIE QAR B 7RG, R B 73 m oA (i, o AZEK
DCHIUH A I A, N7 1 Jit 24 Bl 7R b = Z iR A B L o B U E 1R 20 B
o ITERIHER EEAURS S AT G T I EER . FE R IIE 45 R R AR PR
FE, BRI = LR B R R PRt T RO SR ik
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FNE eH=ChEaRmRERNEM F LB 51T

HE AN AR, AT H TS0 . et W R E, A D
W) KM AHEANA . TR B BA . . S JoER)
TICME S S5 SR b, (A LR R B (— N 100 mg - kg ™), [HIR A LUk
TR UE SR AR (R 200 NP AR o0 5 56 s i o
A R W UK PR I B R L ™ %, WHORI H AR E H 0.2
mg . L SIS £ X R AR A B ASEAASERL 1 mg - kg™,
= LRI BR IR A A % v ) N AR, B R A I T R AR
oo FUTGE PN 32 105RE, AT MR ek, i = 2
A S R R I [ A R L ARE . O T ORIE R s 4, AT h 2
X R EARBR B AT 0TI E o ASEERENL AT S s OB R
SN R EARS RIL, IR IR i BRI B 0k i Rk AT 1 e
RIS

41 MRIEAE
4.1.1 UBES5EE

JRTFIRBOE A bR A VEHR T AA 7003 JRFIRISOGIEA, Bl B H T
145, AA 70032 F0Ps b3 TAER; BRSO BIRLT s R E A S5 .

IR RN BT R AERE XCTRAS BHAWG JERAR T
SEFERE (5~50 ul),
4.1.2 KFFE R

HIR, =R, IR el IERE:: 99 %, Mhgi4li; GBW(E)080219 7001
ARG 100 mg - L™ (F S AsHEY TR TP 0): 40K,
4.1.3 LI EMAYATALIE

SIS FH 1R 25 Fh B a s IIL 38 58 MRS (1+4) =¥ 48 h )5, F =4k
B P goKMsE =, &
4.1. 4 [RFIRITAIEN 57 &5

IIMT K 309.27 nm; BR4%: 0.2 nm; KT HLA: SmA; E4iaE (99.999 %)
ik AV 2L minT, AR 021 - min T (JRFALIHE): AR 20 pL;
VT AR e B ARUEHI VAT, A THER P LR 4- 1,

i
B D @&
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x4-1 ARYPFHEEF

Tab.4 - 1 Graphite oven temperature programming

B aH BRI 1C SILRE 1 RS Wff% 5—?125?@
Steps Name Start temp. Stop temp. Time
Argon gas rate of flow

1 T Dry 40 120 50 0.2

2 TJ5 Dry 120 120 20 0.2

3 AL Cineration 120 400 15 0.2

4 #KAL Cineration 400 400 10 0.2

5 KAk Cineration 400 400 15

6 J#-F4L Atomization 2700 2700 4

7 i FE Clean up 2900 2900 3 0.2

8 %A1 Cooling — — 120 0.2

4.1.5 HEmMBIKRIE. F&FaiahiE

4.1.5.1 = CHiE& 55 R0 H B 38
4.1.5.1.1 5N A] L 4 A
REAFESE: 20074,
WEZAS ] B 2007423 H17H s @ MR R120074F4 H28 H 5 2 — it 24 (7]
200746 20 H s 25 Ui 2515 [R]120074F6 J127 H s 28 =i 24 1)
[[]20074E7 H4H .
TRIGHD A AR R AR
4.1.5.1.2 fRZ57] WA ED

BERZGFH: 80 % — LBFIRES WP (1l ZR KR 25 FRA A 24E 77D

BERIEY): HEK. SRf KERSEH,
4.1.5.1.3 HI[AHAI w It

I NX MR 128 m? 32mx4m), WML HEFFFIEQ2 820 g . hm?,
ARBIDOIEZ52UK 3% AR5 640 g - hm 2, AMBIMNEZI 1R 21k, 31K
FUA 2457 O DX, BRI TRIRE I A7 d, AR BE3IRE S, & B W7
Hez1), AR BENLHES, AR wE LRS- 2.
4.1.5.1.4 iz ik

¥480 % — LI IR ER WP R 2 W B vE KA RE e, T ) ) 4 43 t— 1628
T N S A TR0 55, 253350 L - hm ™,
4.1.5.1.5 BZAR R

WG 2 AIK, IR 2 820 g - hm ™, &7 5640 g . hm™ (1
AR o 78 TR AR A 2 RS AT, SR RIBE A 1dy 3d; 35
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JIH 5 f RS ] B 394 7 a7
R4 -2 wEEAERER /N ZHER

Tab.4 - 2 Arrangements of supervised residue trial of aluminium
20074E 2007y

I II il
1 4 5
6 6 2
4 3 6
2 5 1
5 1 3
3 2 4

1 AN OKD); 2 ERIE (5640g . hm™) 17k 3 miAE (5640 g . hm™) 2i%; 4 &R (5
640 g . hm™) 37Kk; 5 HEFEAIR (2820 g . hm™) 20k 6 HEFFAIR (2820 g . hm™) 37Kk, £
= Z R AT Y -
4.1.5.2 HEHRFEE

TEE U7, R B, B I Fr 28 EOR R DCHCRE

XA E/NX B L 5 RRFE, BRI REN 3 ~ SR, BN
AT 1 kg

B RSN B i R 10 e, BN A DT 1 ke
4.1.5.3 LWEHRBIEE. WEFIEH
4.1.5.3.1 HIEAE 4G5« ALEFNIE i

R IS DY 532K FH TR 4 53 D S0 s A o I S5 = A o B A
/X 0.2 kg ~ 0.5 kg JIEE S EUE B 45

LI AL A AE-20 CUKFE . AR 2R SRR AR e . B
FREAL . SR IO S e, Pivaas s g, ERE RIS N A &
<ol B Y Y
4.1.5.3.2 SEHGEFE A IS K

R iBAE R AR 400585, MonTE 2, JRRAEVR RIFPIRAS N Ig 2k 21 73 A 5k
Kra o RIS HRIA RO RE i AT A AR D R
4.1.5. 4 HERIIRITFIMERIEH A K HE

P TR0 W T AR ot A2 0 110 S it bR P ZBORERRR LA B N 4 58, P
B0 3 i A B SR IR TR A M S
4.1.5.5 t£RATAIE

SrIFREL 100 g3 RER 30 g 3% JIH F AR EERECREFI 42 0.02 ) T il 444

&
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PRI 80 mL gk, A1%, H GKERIIGEMA T, fEMEE (120 C)
Mt 12 h, A, BRE, THETERE . I FRE 0.1 g CRERfIAE 0.000 2 ) 3 Bk
N FFET 100 mL=fMAFt, MAMR+EARIEAW (4+1) 5 mL, 1F
HLHGR B A E R, WAL, DN 5 mL ZUKEAEAMER, AL
A 10 mL EhERVE (1+1) R, A5 100 mLAEIRF, A 0.5mL50g - L'
THIR B, KBS B AR5 .

4.1.6 EIEMZNEIRIFERE. MHRHITE

A3 WEL O mL. 0.05 mL. 0.10 mL+ 0.20 mL+ 0.30 mL. 0.40 mL&SbrAEfE 5
T 100 mL &EHH, %A 0.5 mL 50 g - L IRIRESAR . H (1+99) [frh
FRVEE RS 100 mL, Feidlopg - L. 50pug - L™, 100pug - L™, 200 png - L™\ 300
ug - L7 400 pg - LR FRAE TAVEVEIR, F% 4.1.4 23 HT 5 E I 5E .
4.1.7 RhnEYIREE
2 (3 TORE S EA AR ISR S, R IR 15 10 mg - kg ™'s 50 mg - kg ™!
2 Ko BUAS AR RE S BEAT ARV I [R5, RNk ¥ 100 mg - kg ™'
500 mg - kg ' 2 DMK BRI 5 RER . [FINIES AR, 55 A
JRIE AR
4.2 FR5He
4.2.1 tREf%. AERNEBTRERKERER
EERRHE IR IRFETE 0 ~ 400 pg - L7, AR IIZETT R4 Y =0.044 1+0.001 5 X,
r=09913, RYILMKRARL LK 4-1; FAEFTREY 53 pg, AKX
4-1; KPR A 62.4 pg, THE AR 4-2,
m,=0.0044p V /A ..o (X 4-1)
X m O E TR, p R RERIREE (pg - L), VAR
(mL), ARG
D o= (L 4-2)

X DA, m R (g), o AR EERE 10 KESZNE P
PO IR UHE 72, A DI OGS o
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A /AU

O [ 1 1 1 1 1 1 1 ]

0 100 200 300 400
c/pg . L

B 4-1 L2685 REHE

Fig.4 - 1 The standard curve of aluminium

4.2.2 ixhnEYEIREE 4R

o AR I RO I £ L, BRI 10 mg - kg 50 mg - kg T,
(B[ 4921 ~ 98.7 %; RSDA4.8 ~ 5.1 %, w1 /I i FARE In [l GR 56 45 HL e 1,
R INZKF- 4100 mg - kg™ 500 mg - kg 'S, [EHIHc#E 4589.0 ~ 100.1 %; RSDA13.9
~ 17.6 %o LIREHER 25 T SRR LA S IR B T 2K . B K
ok b EES S n [ AR a4 R L3k4 - 3, K4 -4,
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& 4 -3 AN EREnEoAE 45 R

Tab.4 - 3 The recovery of aluminium in Cucumber

PR BERRESIKT SERRNPEER EIE ug -3 [ i
T /g 8/l  /mg.kg" 8 /mg - kg™ Eortification MEE /ug [ /% 1% RSD
Dry sample Fresh Fortification Blank concentra- amount Determination value Recoveries Mean 1%
sample level tion in fresh sample recovery
49.00, 52.25, 48.28, 95.6, 106.5, 984,
0.102 4 10 30 98.7 5.1
49.82, 50.23 93.2, 99.7
3.00 6.8
160.66 , 147.86 , 93.6, 85.0, 91.1,
0.116 0 50 150 92.1 4.8
156.97,161.99,164.86 94.5, 96.4
R 4 - A BAER)NH BRI EOR T 45 R
Tab.4 - 4 The recovery of aluminium in Cucumber leaves
XA BERRTSINKSE  SEAEEDRM RS —— Py [l
THE /g HE /g Img - kg HHME /mg . kg™ Eortification WE{E /ng ER /% 1% RSD
Dry sample Fresh Fortification Blank concentra- amount Determination value Recoveries Mean 1%
sample level tion in fresh sample recovery
289.74 , 27841 , 88.1, 76.8, 107.1,
0.147 5 100 100 89.0 17.6
308.76,272.38,303.87 70.8, 102.2
1.00 201.6
68498 , 593.15 , 96.7, 78.3, 109.1,
0.144 7 500 500 100.1 13.9

747.18,774.25,712.26

114.5, 102.1
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4.2.3 REAKBENELER
i F 80 % — LR ER WP J& , BaAE i I S Homt b 1) s 25 B 10 e &5 AR AL
*4-5,
R4-5 HEBEMEHF ERBREREENELS R

Tab.4 - 5 The final residue of Al in Cucumber and leaves

PR EEE Img - kg?

Average residual level

B HURE [B) [
TR 1 1 FEdh lg.hm?2ai K& /d

. . 237
Trial site Matrix The dose of  Interval of T2k M5 {k
applyin sampling  Applying twice ~PPYIng
PPyIng ping PRlyIng three times
1 6.59 5.49
2 820
BN 3 7.60 6.03
K& Cucumber 5 640 1 6.98 7.17
Changchun 3 9.04 9.35
B INGY 2 820 7 197.18 229.18
Cucumber leaves 5640 7 301.63 339.53

& 4-5n 0L, Jif 80 % = LIEREIWP, ffa— K2y (Rl bEKAE, R L
BRI &R Pl 5.49 ~9.35 mg - kg™, 2y R AE 2 B SR . =%
8 TRE A S 5.0 ~ 8.7 mg - kg™, “FXIMEN 6.8 mg - kg™, L0
W FHm B, T A K RSB AE RIS 25 AR S I e, — S
R ERAE TR E A AN IR . AT R LB I R R KR B e, 2 [
il B S AR PR 100 mg - kg I SARUETY, LB TR 6 TR B I = L
MRt G, 2R B RAT AT A2 A o 35T 8 (1 e 28 Bk B et e v Ok
339.53 mg - kg™, FLIEAS (A ETH AT Al 187.5~223.6 mg - kg™, MEHK
PR VI T ML RO 2 FT, = LB P AR 3T i AR5
o S 2 VR BRI TR S A AH DG 1 Dt R s 24387 = A B I o 9T 0 5 4
PACE DA, S97E RVFR VORI, TR,

4.3 INGG

AT ST TR R — SR SR RO G R E B R i B ES R
5. ITVEMGNEIEE R0 ~400 ug - L™, #=0.9913, 43K R k624 pg. il
SE T IR B 7 VR IO INTRDBCR A1 492.1 ~ 98.7 %, RSDA4.8 ~ 5.1 %; Ml
JIH R PR 7 Y s N TR P45 49890 ~ 100.1 %; RSDA13.9 ~ 17.6 %. 1%
T3 (P ER P FIORS 2% FE 3R 6 IR AT K

AEEWI T = SRS, s FER I R A5k B . FH 80 %=
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LIETREAWP (2 820 g - hm™8( 5 640 g - hm™>, HHURS) W%, K EAR 1
LR R RAVEAR, HLS s (AR SR AL CP M 6.8 mg - kg™, LM
I = 2 R A 0 T TG 5 . T 80 % — LM IREAWP (2 820 g - hm ™,
ARG Wigs, )N BadE S A s s, M 80 % — LR
WP (5 640 g - hm ™, HEK5) W%, ¥R S RHE S T A 44
T, VOIS i — SRR 2 X BT 1 3 BB (2 R B S e .
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FLE ZCHBRBRIRANEST

WER AR ot TAFC A TR, R 28 Bl E &
A AL T T AR — TR A BRI = 2 R AR IR 2 P T AT S AL
o RXFEG R IS WAk TR = ZBHR IR 2K A 000y
B HANER WA T RIE . AT = Z PR R 25 2 S IR AT, X T
FeJgt A i HAT R o

5.1 1Rl 57H%
5.1.1 = CHRBIREATERSHIRIE

K =R AL 5 1) = S R 2 it S AR vEERE oy B 7o 6 U 8 R A R 58
AR A ERE L BRI L T AT AR RAMGIE B RO
FHE TG A B2 U 4 5 28 RO Rl 85 [m) 25 I 3R A . oty Bl FH Vi s
A,
5.1.1.1 ZIMRIEEBIFRIS
S.1.1L1 A4 G HIORIEE S

RSO AR AR : Waters 60075 JEZ2, Waters 299678 — K 4 B 471 46 0] 4% ,
Empower Pro"' SR (A3 TAFRE . — 20K CHED; = LIRS 21 A1
5.1.1.1.2 W4t

¥ 2 mg - L= S EREEARAERE S K T AR N SR DU 28 P A T 2
KIS

Rl KGR 195 ~ 400 nm;

KRFFEZ: 1.0;

HER: 1.2 nm.
5.1.1.2 £I5MRIEERIRIS

B IR BRI

i LI AR B 2T #8514 . BRUKER TENSOR-27, OPUS4.25% 3 fin T AR, &

FHl: FW-4ATY, REJE2AANER s DA G R . 204N . 395§

WAL e A

W5 KBroAgikal,

FEm L& = CBERERSE S ABRUE S KBrikF o
5.1. 1.3 & EIRFIZE MRS

I e RFFIAE fh

Bt PRk % {X . BRUKER av500;
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Wk Fl: D,O;
FEdh: = SRR Al FFRIE
5.1.1.4 FEERIIRS
5.1.1.4.1 {25 WA WIBORIFE
I IERERT Y R
AR %A Agilent 11005
4 E: Thermo Betabasic-18 3 um; #%: 4.6x100 mm.
Jigi e
Jitit%{¥: Thermofisher LCQ AD60000;
B KRB (APCD;
it GEAH B J5): 1:3.5;
BAEWSL: 220 C;
MRS 450 C;
F'(N2)E J1: 0.55 MPa;
HiEA(N)EJT: 0.069 MPa;
JEal: 60 ~ 400 u.
Ffdh: = OB R RIBRUE S .
5.1.1.4.2 4tk
ma: M, 0.1 %= LIR;
WE: 0.7mL . min '
EEE: 10 pL;
FEFEIREE: 35 °C;
BREEVEN A AT W3R 5-1.
* 5- 1 = BRI i B BE DR 40 B 44
Tab. 5 - 1 HPLC gradient conditions for fosetyl-Al

BFE] /min 0.1 %=HIRR /% ZiE 1%
Time TFA Acetonitrile
0.0 5 95
2.0 5 95
10.0 90 10
15.0 5 95
25.0 5 95

5.1.2 BHPRREEE D ITRE

5.1.2.1 EIMNHIEE K LIRS RBIFRIE £
[q] 5.1.1.1.
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5.1.2.2 BHZRTBIESRE
SAHEHE(Y: VARIAN CP-3800, S KIS TR IIZR(FID), STAR 6.0 thif
TAES,, SR FCH 2 A\ e
5.1.2.2.1 b4t 1
ik AC-10 (60 mx0.22 mmx0.25 um), SGE International Pty. Ltd.;
FALE . K28R : 200 °'C; FERTE: 137.9 KPa;
FEIR: 60 °C (1 min) —<m 5180 °C (37 min);
SRt 1:10,
5.1.2.2.2 4rHr4fl 2
tBiEFE: DB-1 (25 mx0.25 mmx0.25 pm), J&W Scientific;
FAERSE: 280 °C Ml fE: 300 'C; AEHTHs: 137.9 KPa;
FEIR: 100 'C (1 min) —2X<mn 5280 °C (20 min);
UL 1:5,
5.1.2.3 KW ZREFHIFRIESR L
5.1.2.3.1 {34 RGN HEIORIEE S
5% [ 3% A FIDX-1208 1 (43% %, BT DIONEX lonPac AS 9, CS 12A%1
O3 K N AR A, B P28, ASRS-ULTRA F & i3I 8% : N 2000
e T AE
FfEdh: = CBERERIRZ, = LSRR RUE S
5.1.2.3.2 4t
S 3 i 441 1R] 2.1.3.2,
FHES 143 B 4541
k. SEE LA CS 12A T PH S+ 1A
WRPEW: 75 1 LKA 0.6 mL HySO4, #8457, SRJ5 /K R SLIEN
(0.22 pm) #PE, WAF#
Ji: 0.80 mL - min';
R =i
ERE: 25 uL;
RBEAITA]: Na™:s 29 4.6 ming NHs: 2953 min; K': % 6.7 min.

5.1.3 BEAEEENITRIE

5.1.3.1 FIRRERINE
WHTHG 3296-2001 Wl 5E = Z IR M4 i 24 () T-a s e s 1 gal e 1 2 2 i 2
HNIKAY o
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5.1.3.2 THEERIR . WERIR B THINE
ME T7%:07] 2.1.6.26
5.1.3.3 HBEFHREENE
5 82 4 W) DX-120 &7 3l A0 4% FE A 85 s N 2000 H3Ch A TAF
ufi; BS210S BUHL P HT R 1 mL #EFERS ;s TALILIE RS
IKH BB 10 B R RS R] 5.1.2.3.2,
5.1.3.4 ZZHBRRIRAB YRS S EBINE
MET75 R 2.1.6.2,

5.2 FRE5THE
5.2.1 = R IBE MR R

5.2.1.1 IR IEE]
= LR EARRERE S KT AN R s 1] LI 5 - 1

0.009]
0.008) \‘
0.007
0.006]

\
0.0057 \

0.0047

A/AU
_—

0.0037 \

0.0027 \
~— 273.9

0.0017 \
P 302.5 318.0 338.3
0.000] - . N R 20 20 Y d VANS

T T T T T T T T T T T T T T T
200.00 210.00 220.00 230.00 240.00 250.00 260.00 270.00 280.00 290.00 300.00 310.00 320.00 330.00 340.00

A/mm
5-1 = THBBRAE A RINRMEE
Fig.5 - 1 UV spectrum of fosetyl-aluminium
fifAT: AEBCE RGN BOE B N A W B, Bz &Y 1 Ak
BAHAEOR, AMAEYIR R, X8R 5aH i eat:l (B 1-1D ¥d.
5.2.1.2 IS KiEE
= LB LA IS E LA S - 2.
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120
1

20
I

T/ %

&0
I

20
I

r T T T T T T T T T T
=000 3500 3000 2500 2000 1750 1500 12450 1000 750 s00

o/cm™

B 5-2 = LB LIt ik R
Fig.5 - 2 IR spectra of pure fosetyl-aluminium

fFHT: 2980 ~2850 e (RI=ANMBIGH K -CH3 M -CHy- SIFRHIZETRSN; 2432 cm™ Ky

P-HI WG, 1445 em Wy -CHo- 25 iR SRl ; 1395 om ™ WR I Ky
-CH3%5 fi PRSI s 1207 cm™ A P=OFFISRIBICIE; 1064 cm™ 4 P-O-CoHs 51K
e

5.2.1.3 IR E

= LETRER I H-NMR AT B C-NMR % & 435 LI 5 - 3 FiIE S - 4.,

' JLM

— . . - " e
8 7 (3] 5 4 3 2 1 0  ppm

B 5-3 = LH#4E H-NMRER
Fig.5 - 3 "H-NMR spectra of fosetyl-aluminium
T Sud 8 NIEFIE /K I H. du3.94 -CHy- LFUH, 8yl.265CHs- LI
du7.41. 8y7.34+ dy6.074 P-H_LIHH.
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s
T T T T T T T T T T
63 62 &1 &0 59 ppm 16.0 15.5 ppm
- " oot " o S - ,,--—*-JW
T T T T T T T T T T T ML ARRARRRARS T T T
130 120 110 100 20 80 70 60 50 40 30 20 10 pPpm

B 5-4 = LBE4ESC-NMREE
Fig.5 - 4 >C-NMR spectra of fosetyl-aluminium
AT : 8c61.214 8c61.08+ 8:60.34 &) -CH,- EIC, 8¢15.61. 8¢15.56+ 8¢15.46+

dc15.42 ) CHs- _EIC,
5.2.1.4 [RiZE

= CETRER ) KA AR 27 B YR R o i 1] o S AL 1 R e 2 1040 ) L T
5-5~ K 5-7. oo a0

5000000
4500000
4000000
3500000
3000000
2500000
z2oooooo
1500000
1000000
Oos500000
Oooooooo

ccoo000 C2Hs0—

=0

—0O | Al

8500000 111.25

I—710

8000000
7500000 3
7000000
6500000 83.15 s Rd
6000000
5500000
5000000
asooooo
ao0o0o0000
3500000
3000000
2500000
z2ooo0000
1500000

1000000 207.47
zz22.50
so0o0000 re=.-3= 28542 3143 =91.61
bl Lkl Lwl.382-38, :
o : T O T L B e B L L L TR e L N TR L AT R L N
100 150 200 250 300 350 400

m/z
B 5-5 = LBk 454 B (APCI)

Fig.5 - 5 Full scan APCI mass spectrum of fosetyl-aluminium
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It It
CH3— CHZ*O*E*O*ﬁ\I*O* P~0 ~ CH,~CHz
H 0

|
H-p—~O~CH, ~ CHs

I
o) \
H H/ H

.
\ \ CH
3—CH,—O—P—OH+ H
(CH3CHZOFOOFOCHZCH3 +3H 2 i
| 0] B

E/mV

(@]
f/ m/z221 \ m/z111

[;oo;o +H T [HOCP)OH +H T

m/z143 H

m/z 83
B 5-6 = LB ELH W EAR T AT g2
Fig.5 - 6 Alternative fragmentation pathways for fosetyl-aluminium by LC-MS(APCI)

100 s.6a 363

I .. B
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Iy
o]
®
o

W

o
N
a

N W

0 o}
BN
o o

'
o

1132 1176 1388

N
o]
a

R
o
o

| | | | ! | ! ! [ ! |
2 4 6 8 10 12 14

R
o
p

11.34 11.90 14.28

o

+

16.0

otrbn b bbb o b o] oo o b b

o

2 a4 6 8 10 i1z 14
t/min
A 74 Standard sample B /2%, Technical sample

B 5-7 ZLHBREREIVT(APCHE B TAHE
Fig.5 - 7 TIC of fosetyl-aluminium by LC-MS (APCI)
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S LB TS AR, RIEa PGS B ER S I T T
W o SRR P CBE IR IR I HE 2> 1 B T U m/z 111 i BT (B 5 - 6) HI2LAR
WER il W, = SRR T AP AR TR S Wi, B D) AR IR (R X 2 6k
TR IR 2 25 T 06 m/z 2210 P& S - 7 Attt 55 SR 2 11 0 2 9 R 2.58 min U
HTANAHDTER, 1R B R 2 P Ao DR B S AR e — 30 A B e 4 5 1
{74 o 714MNH ET - AAS SRAGI IR 25 88110 5ok 7.48 ~ 7.59 %5 B LB
(7.62 %), i (1 4 SR 56 4 il LLUF BHEE tH 1) — SRR AR 1 A 2 2 40 =X 1E A
1)

5.2.2 ZZHERBIRA P AN EL R

HIE 5-8, 5-9 ATLLA Y, = BRI 24 (1 T RS LS I A8 P AR AN R A
PR SO O AR Lt e 20 70 B A — 250, 8 D 0 H I o 0 3 B S 2k I
e, 150 ] = LRI B I 2 R AF AR AT AL 73 35 AR A

EfmV
ey

it

a TBE, b = LHBR4BR 6 T ERIER
A5-8 ZLHBRERATAIMAAMEHESEE (RA AC-10 AAd &4 )
Fig.5 - 8 Gas chromatogram of organic compounds in fosetyl-Al technical with AC-10
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10

Eimy

254 y A— R

frmin
a FB&F, b = CHER4ER 25 e F AR R
B5-9 ZLRBREBARETHIMNAAME#LS)BE (RA DB-1 A48 E#4)
Fig.5 - 9 Gas chromatogram of organic compounds in fosetyl-Al technical with DB-1

5.2.3 ZCHRBIRATER. FHEFNESER

HP S -10 /0L, = LB IR 25 P F A9 A Cl. HPOs™ . SO47, Hirf
ClrEZ KT I, HPOS™ /& = LSRRI 25 I T, HLCoHGPOs /KR i
tBAEBHPOS™, SO, AR R 25 & il B S I AR 1. mE 5-11, 5-12 t
BATLAEH, B = OISR R 25 P RH B EEONH,, = CBERRER bR S
(PR ES 7 g Na", AN (1 FH B 24 0k B & O VA o] BeA ANl

450

400

350

E/mV

2 3 4
N I | G- 2 4

1] 2 4 & & 10 12 14 16 18 20 . 24
t/min

1 CHPOs; 2Cl': 3HPO,™ : 4S04”
B5-10 =ZHBRERGTHETEES)ER
Fig.5 - 10 The anion chromatogram of fosetyl-Al technical
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E/mV

E/mV

NH,*
FER ‘

40
345
30
25
20
15

Na*
10

1 2 3 4 5 g 7 g 9
t/min

B5-11 =CHBRERATHREETEESBE
Fig.5 - 11 The cation chromatogram of fosetyl-Al technical

Na"

221
204
18
16
14
12
10
5
&
a4

2]
o
2]
_q ]

1 2 3 4 5
t/min

B5-12 ZeMBEimgstHETEErBE
Fig.5 - 12 The cation chromatogram of fosetyl-Al standard sample

far
-~
@
w
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5.2.4 ZZHERBRA R RAINES RSt

Lre2-2, K2-3, K2- 4P RHBETOIBELNES-3, £3-5, K3-
7 TR A 5 TR (A LR B IS TR AR A TR 45 R
FEARIE 2P S UL R 5 - 2.
®5-2 ZLBREIRAERESTS R
Tab. 5 - 2 The determination data of fosetyl-Al technical
ERmRE RERRET gRETe

B R B

=7 Wai”&i FTER % SE% 2 /% P
1% 1% Impurities, |0 rities,  IMPpurities, =0

fosetvl-Al Loss weight  calculated as calculated as Total

y by heating  phosphite calculated s gmmonijum

ion sulfate ion ion
89.3~91.9 1.2~1.8 42~83 2.7~3.7 1.2~13 98.6 ~107.0
5.3 I\

AFEARI AT ARSI . ZEAMGRE I SR B L o B R AL T
= LRI A AR . = QIR BRSO R 45 R R A, 20
HMCTE R T ZIEBER A F A AE . RS ERBG &L Bl R ] T Z I R
2 PRI R AT K JFG 8 1 (R AL

AT T = LRI 0 M KETENUE A R . 17 = Z BRI 2y
R BRI K28, KT 0.1 %R BOR TS 5 (kI e, 410 O/ B I RJ 3R
A IR AR 1 B AR 2 1, SR B T A A, IR 15 00 4.2 ~ 8.3 %,
BRIRIR 2 N 2.7 ~ 3.7 %, BB TEEN 1.2 ~ 1.3%. JREAPPrEamy
BIRITIEA R
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1 XS LML £ . BRIR Eh o LR 0 = 2R AR IR 24, SR =3k - ZKK VR
592 B AT R4 L 9206 5 M ] = R AR Al B CE T IAF) 99 % LA E).
2 SR R B MEA) 0 LU T DU SR A3 (4l S R T A e (e R0 25 IR R
T OV BEIR E . BRIR SR A AE = LRI AR IR 24 b S ST o BURAR R
3 ASCHEST T SR = LTERAR IR 24 L A B AR R I €0 3 R B R A
e TR WERS B RORS B A G AT IR R . RS 2 R . BT

WA e, PRI, T AR

4 ARICOISET CAIE CUEAE b B8 1R (1) S AH i S0BAH (it e e A vk, (675
ROGHUFAS I A% H 250 A WA b, 250 RO s B0 G AR IR 2 7
A7 RN R A 56 TS LA S

5 ARSI VR R — 0 SR B RO s R e T R e e BRI
B AR SR IS Sl 5.0 ~ 8.7 mg - kg™, “FIME N 6.8 mg - kg
25 B AR 01 54K 187.5 ~223.6 mg - kg™, SFI{H K 201.6 mg - kg™
IR 1 M 2 ~ 3 7K 80 %= ZIEIREIWP (EiFllfE 5 640 g . hm 2, f74%
Ay, FETAER FAR I R B Bl 6.98 ~ 9.35 mg - kg™, AILAZ4 &,
B P AR ) e 0% B R e i o 339.53 mg - kg™, HLIRAS (8 I R iRy
Al 187.5~223.6 mg - kg™, W HdE W = SRR AN AR AE SO A B
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