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The present invention relates primarily to a process for preparing certain phosphorus-containing
cyanohydrins of the formula (I), and also to certain phosphorus-containing cyanohydrins per se and to their
use for the preparation of glufosinate and/or glufosinate salts. The present invention further relates to certain

mixtures particularly suitable for preparing the phosphorus-containing cyanohydrins of the formula (I).
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The present invention relates primarily to a process for preparing
certain phosphorus-containing cyanohydrins of the formula (I), and also
to certain phosphorus-containing cyanohydrins per se and to their use for
the preparation of glufosinate and/or glufosinate salts. The present

‘ invention further relates to certain mixtures particularly suitable for

preparing the phosphorus-containing cyanohydrins of the formula (I).
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brRIESFERA - TRIFME LR ZBF RIEEE -
[0084] E{Il - RIHEEEEEGEAZERIER)
HY 100 g (0.791 mol) % & EF LBAFS (99 % &L ) (fkBI40 - US 4,336,206
Z S5tBAEL1S)E 300 ml H/KHEEIEANEHE(EZERA TRE RS 60 g
Hzke H e TR B/E b*Z%ﬁﬁaXfﬁlmJ(Amberlyst 15, Rohm & Haas)jt 20°C T #&
PE 6 K - /KERGERIR(LL GC i) - BIEHFEREE TSR - (ER /K FER%E
o o
G Z IR 5 RBRE(HsPOL R E TR I IeiE 24385 b = 30°C
Bz 0.5 mbar THEBRIAR| - FRSR2ER 5 65.6 g MIHEEEER(H GC &
NMR 15 98%41[%) - HEEMENEREZ 97.8% - Fife AR R RIE
— S A LRIAEEE -
NMR (CDCl,):
'H: 3.97 ppm (s); 5.01 ppm (d); 5.47 ppm (d); 5.63 ppm (d); 5.95 ppm (m);
13C: 62.03 ppm; 116.41 ppm; 117.38 ppm; 131.53 ppm ©
*RET AR 2 TEA LA R R F RS R R /K R R (E ) S BRE Tk
P& BB T 3THARIRY 60°C T IREREZIR (54 Bt T S HARKI A 1148 5] S FE F F
FI—Z » JREIFEXRER) -
[0085] &fI2: (3-HA-3-FRERNE)FERBEELIE T EB(ACM-H)
AR C B EE D - REE TE A 20 g(0.1445 mol)Ff
BiEE B IE T A BS(98.5%41fE - MPE - HHE = (b)+ R* =IET £) » Ih0Ek
& 85°C » TERZUBHET » RSP IAN0 0.1 g BEFHREE =4 T B
(V) B £S5 3R] - fE1g  (CR XA EEHERERER T VESYIIIA ¢
Hp—E 585 5.0 g (0.036 mol) MPE £ 5.1 g UGBS #EZ(0.058 mol
G 94%) ZREY) » RS —OEEEH R 15 g (0.1084 mol) MPE £ 0.6 g
n%ﬁﬁ’ =4 T B REY) - Rt - BEHIRB =T BEZ%ER 0.003
 HAREEERET - RBZUHERT > DL 2.5 /INFR Ry ERUS WiE
/tb.:%b[lﬁﬁ%# SEBEY - AENFENEWNEESY HINIITR1E - 5=
HENERESYHI 85°C TR 30 08 - ARS8 -
iz °'P NMR - 2% K FESR &84 21.3 mol%FT EEYI(ACM-H)EL 78.7

15



201600525

mol% MPE [z FEY)) -

i 'HNMR - ZKIER ST BE TR GE SR FEY -

IR RS 2R NEIRE 105°C R E 0.2 mbar)/rREFELI (R
HEFEFIR)30.0 g Z B8 MPE-ZERETE RN & 12.5 g AR (3-F -3 E R E)
ERAERBEEE 1E T EEEEYI(ACM-H) BA 95%4LE (HkiE GC B NMR 53#17%) -
Rt - BN GEREEET - ACM-H EEMEENEREL 93.6% -

NMR (CDCls):
'H: 0.95ppm (t); 1.41ppm (m); 1.52 ppm (d,d); 1.65 ppm (m); 2.0 ppm (m); 2.1
ppm (m); 4.0 ppm (m); 4.58 ppm (m); 6.15 ppm (s) °
*'P NMR: 55.5 ppm ©
[0086] &3 : (3-FUEE-3-5CENE) FARBEELIE T ZB(ACM-H)

ZHEA/MEEAES 2 RRIESIELES 2 BXRABE-2-Z 1
CE=%TEBEFHEHEAS IBZHERNBENMRE =0T - HBR-2-4&
CHE=4TEZHERBEE RGBS EZ{E 0.04 mol- S FERE Ky 88°C -
BEEUBER 1.5 /N -

Z R FEREINE G 3% NGRS BE S FEY) - 4D EIiF| A AR 1828 832k
EAFEPR N B S EREL A = MPE -

RIBN RS REZST - 383 ACM-H T EEREHREZ 90% -

(00871 EHI4 @ (3-FE-3-FRERNE)HEARBBEE T EB(ACM-H)

ZMEBANMIENRED 2 - ZNEHEEUER 2 - (HAHBSE-2-L5
CE =4 T RHEBSFNRB =0T B RE(Or i AEBEERNGERERE
F 0.04 mol)fE 5 E HELS (5  - [TFESRAE By 88°C » REUEBIZ S 2 /MBS - 40
it —25 5 fE -

ZREREYINEaMERNGR SRR EY) -

R EEEST - B3R ACM-H 2 EE /HEREL 93% -

[0088] EHIS: (G-BA-3-FRERNE)FERBRKIE T EE(ACM-H)

RE WENHAE  MEENERKEESF IR S —18HESes - B
HERREE T BNAR  RERHESR I RIRAERREES -

BFE ¢ FEEHE
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51 AR

FEEG] 2 2 BEERI NER T IEFE—IBHA R PRI 21 g MPE »
A0 g iBE-2-ZECHBER T » IIEESYE 88°C - AREIERTHE
BET o AR E R S AU A T IS — B A S 2E—if
ok 8.06 g XGRS EUEZEL 11.94 g MPE ZRAY) B—EifEk A 19gMPE
0.93 g BEH M =R THEL 0.7 g BE-2-ZECH=F TS -
B AT BB T AT 2 /N -
55 2 EREURE

57 S B FE A S AT 88°C © Bif% » FELL 2 /NISIBR2 - FERES EatEElE
SHEDERIIE 2 it S ENR S (R G S 5EE MPE 2 EE&YK
MPE - BEH 5 =R T BB E-2-Z 5B =B T e e mES—E
FEZS SR P « [HhSN - FEENN 21 g MPE » BB — IR A 58 SR8
1+ FEARAHRE T2 BRREHEROE AL 80°C FHNEA S —#ghEs s » BTN
K ERPEHEEEAESE -
5 3 ELEURe

EAURIIRER &5 MPE 52814 - BEE—RE 2 B8R -

FriS N e R S h A B A ARG -

BRERY - SRAWFI GRS » E/MSERE 115°C - 0.2-0.5 mbar T
Wil o DIEEHRITIS > 388 MPE(115 o) BRI T —t R FE -

LRSI IREE 58.6 g (3-HUE-3-ICE N E) AR E T
Bs(94.8%HHAER) - HE]HBIREIR B —F5 L) BTE AR T—ERE -
HEBUGE BN © B g5 -

[0089) EFfil6 : (3-iEL-3-FOELPIEL) A BINA IF T £ BS(ACM-H)

EEFAEREM LSS BT - IBAEHE b S AR SR HE R (L
NAEFERE S8 > BTSSR ) IS NEB AR » BTSSR E -
B8 E

563 |HESER 27 g MPE - WHIEAE 76°C « SRERI0 0.1 g 518 BIGAE
2505 1,1,3,3-TUEREL T s - ATHUE RS Trigonox® 423) - BEf% » FIFEW SR
E R E RS TILESY « B — IR ERIRIN 9.7 g (97%4LE)
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NGBS S EZEL 10.0 g MPE 28R &) )j'zﬂﬂ%’“é% SOFSTEUHIANN18.0 g
MPE Ed 2.4 g Trigonox® 423 Z 8 &%) - ik—EERER » 1F 2 /NIFIBFE2 P EHY
NINEWEESY) » IIYNEZ BREERF 2 REREE 76°C -
HE N EBE ¢

BEt 4N B3l - FEAEEDAET » ik—BERE > £ 6 /NFBEZP[EIFEE
MiE RS YINERESST

KimFE—EEE 29.1 g NIEEEE AL 30 g MPE ZIREY) - K&K
ZEHEHIS4gMPEELT 2 g Trigonox® 423 Z R EYINMER FEESET - [EJ
BFEEAEEINGE - (CFE =Bl S sT - IKIEEERHEINYEE 81 g MPE - 1
BEEHBEES  AT@EFRESSPREETSE - 5REFIRREILHE
X 195 g Fife Z RIE'R &R 1T 76°C HHt A 2B+ -

KRIEREMEREHEECHERE - BRIBRIERIFEL 15 otER - 56
RIEREY) - #/ElT - FIFIMEZ54825(0.2 mbar/115°C)ZLeEHFER{E#BE4H
{ J(EEEE MPE) - BEFERE ZHEY T 2HAAXEFERN T —EKFE -

5% 101.8 g EEYI(ACM-H Z GC &ifEEy 9.15%) » {RIBN GRS & EZsT - HiE
iﬁ*ﬁ@% HIEHZ 94% -
[0090) &7 : D,L-5 A &8 -4-E5 (A EL) Rl #7 (B 8- 8

FH 218 g (0.885 mol) (3-‘5&%—3-%5&?@%)Eﬁ%@’t%?ﬁﬁﬂzﬁiﬁt@fs‘ '
89%)$E1LL US 6,359,162B1 Bf CN 102399240A :RBE > 5% » E— I BilER Ky B
BRI IE - Bxi% @ RNIIR - EAEE KB -

R HIGE] 742.2 g & 22.5% R aEfh-s7 2 /KAK - HEBMEENRE
smlEZ 95.2% °
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