%540 & 55 3 ) ¥ ot w5 e 4 otk Vol. 40 No. 3
20184F 6 A Journal of Nuclear and Radiochemistry Jun. 2018

=t iE Eik-14 R AWM S RS 5

WS REELEREL LA E FLEREY

R AR A F] R R AR LA RS L. B 2014035
2. WAL R TR AL B2 DRSS W7 7 AT 310029
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Synthesis and Analysis of Carbon-14 Labelled Imidacloprid
With High Specific Activity
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1. Radiosynthesis Research Center, Shanghai Qizhen Isotech Co., Ltd., Shanghai 201403, China;
2. Institute of Nuclear Agricultural Sciences, Zhejiang University, Hangzhou 310029, China

Abstract: A version of carbon-14 labelled imidacloprid, (E)-N-(1-((6-chloropyridin-3-yl)
["*C]methyl)imidazolidin-2-ylidene) nitramide (1 354. 2 MBq), was synthesized from barium
["C]Jcarbonate via Grignard reaction, reduction, bromination, nucleophilic substitution
reaction and purified by preparative HPLC with the overall yield of 51%. The labelled prod-
uct was identified by using ESI-MS and 'H NMR. Its radiochemical and chemical purity are
more than 98%, determined by TLC-IIA, HPLC-LSC, HPLC-FSA, and HPLC-PDA,
respectively. The specific activity of the product is 1 871. 46 GBq/mol. This product can be
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used as radiotracer in the study of the directional accumulation and metabolism of imidaclo-

prid in plants.

Key words: isotopically labelled synthesis; imidacloprid; carbon-14; insecticide; radiotracer

Mt sk Gimidacloprid) f& 55 — A4 B &l 4k 19
BT E PIE % BUFRL FE H F  0R 00 R & 1k
O i S A, EL AT R Ak T IR L A8 A R
£ URIOES I NI 7B L N 7o S 1
AN E 1991 AF i 7 E O EA A AT 8 O AR
N A BRI TH 3 00 SRR (H A T A
PRI TR OB F A 08 S 3 A R 3 I AR S B B
M) B H 25 @, 2007 4F, Cox-Foster 21 4 Sl
Bk 25 K MR SR B E . 2012 4R, [ b AF
B R Ak S BN s ok 2 U 5 2 0 O£ AR ) R
ER e TR 3 K R I T B R ) . AR A iR
FE W L Ntk SR B AR K SR B bz A A HL K
e Rl 2R I HE S Cln S A 2 4 L e i e L
Fe IS A SSEER"" . Hallmann 4538
IS T AR HESY A BN HL bk AT RE S A SR AL
PRI 51 & A SRR A R G0 AN Ae i s ™ 5
15 Y I K IR 8% X S TCH ME B R R sE T IR e
FEPRA N AE T s R SR A R 2

Jill e o A HAR bt OO B B VR K B 20 ng/L

W, SRR AEBT TR 35%, LRiFRE
7N S T R A R i omkoE 120 24
FECH FE YDA IR I BRI E N TR
Mr A= 25 A AH AT Ik HL AR A ) b 5 1] AR
R OUHIE 5 % e S5 R B bR A U8 57 PO G
Ty # B A5 B I D0 55 AR R AE 55 A A BT A
% %2 L 42 T

JHCEH P ) 57 3R 73S B R B A IR 20 v L 90 O
B BRSSO PR L A B B b AR 2 55 HLTS
Y WY HE 52 = P45 A o0 v W o3 T A R A
TR HE AL A W 280Ny 45 D7 T Y A 9T 22 SR S
A EIE AN 7 N B 0 S A R o N
e 4 v 9 ) AR R S AR R AR W A BT
TSR P TR) A7 2R 7S 3 B R & T 80 S 1 ) Ao 3R k14
TR A S SN S U AR PN | I 1 6
T g T v RS 2L L ) T R N O
FGIE B (=1 850 GBq/mol,1 mCi=3. 70X 10" Bq)
LA N N AN R T e T U NS S 17
b XF AR A - 14 AR e A R D AE i
FEHAF 58 B, B AR C A7 A R ik Bk gy
P RE L 2 B R K s bk B 2 57 ik i T, H AR

WA RLZEH RN IFME " 2B B ERT
U7 7 B 10 2R M - 14 JURE T 3 436 R 45 D %
AT FE UL LS B3 A O g L L 1% bR ag 7 X
e B AT LTSS e e R [T PR R C g
W R B R A AR 0 AT

1 SRIEER4SY

L1 XF 5N

WO P LV C B B2 B0, 6% B2 2 146 GBq/
mol, ALZERE 99. 920, % ARC A #l52,5- 38
FLUEME (PPO) , 280 @3 (HPLO 4 K F
99. 0%, H A TCI 28 w5 1, 4-X (5-% F-2-Ng mg )
H(POPOP) . HPLC 4l KT 98. 026, HA TCI
N7 3 Optiphase HiSafe 3 [N4R . 35 B PE 2] ;
HPLC F 5 %08 €0, 38551 3% 15 ] 20 A CHPLC-
MS) I H B 53 53] g 5, 3% 2% A 5% 2%, 35 [ Fisher
Scientific 24w 5 H e 0 ¥ Ry 8 3 A4k, % 5
i BSCHRL 16 177 s 2li4k .

Varian 400 MHz # % 23z (L TMS H N
B o 36 [ B HL %2 43 7 s Agilent 7890B-5977B S #
3% 5T Ik FH AN 28 [ 2 AR A ) s Waters Alli-
ance €2695-2489/Acquity QDa = 3 K A 8 1% 48
ST /5 1 B FR 4. Waters 2545-2998 PDA
£ W AH (63 {% , Waters Alliance e2695-y. ARC
FSA/2998 PDA/Acquity QDa MS & ¢ & fH {4
T Sl VR DR R DN B/ A A A T
B & 48 (FSA 5 PDA JfHK, MS #i 1k T PDA
Ja ) o 3% | BT B ok B 36 E Waters 24 7]
FSA 3k B2 E Aim Research 23 &) ; Tri-Carb 4910TR
WA DN PR DU 24 56 [E] PE 2 7] 5 Typhoon FLLA9500
IP Z 2h BE BOL R X, 22 B GE 2 Milli-Q
Reference S. Kit (18.2 MQ/cm, 25 °C) 8 4li 7K i
FRG B A THOR CHI) AR AW BT258
CK§ B 0. 01 mg) fl BSA22 4S-CWCH5 J# 1 mg) i,
TRV FEEFE 2R A A DL 5 E 5 i A
KA 3Q IAUE AN b it T 1 1 U e AR
FEBEALHE .
1.2 ERFRIELEYHER

T PR [R] A7 3R Bie-14 A5 30 ik B ik (D 1) 5 %
PR R T 1.



198 Bt 2 5 s F4045
Ba“CoO,
H,S0,
Mg, LiCl, . .

ﬂBr DIBAL-H /(\/ngBr * LiCl co, /(j/COOH BH,-THF

Cl17 N THF, 0 'C, 1.5h Cl17 N (THF, 0 C ClI7 N THF, 0 C & = il
Y HE9T% S FR92%
2 3 4
N/NO2
P& N-NO,
. : HN™ NH 7 oA
N OH PBr, Br / B N
| I | L NH
CI” N DCM, 0 CH%ih  Cl Cs,CO,, MeCN ClI” N
SR 86% 80 C, Ar
> I 67% 1

* FR 14 FRIC AL A
T O [0 38 B 14 A T e ol bk 9 5 5 8 &

Fig. 1 Synthetic route of radioisotope carbon-14 labelled imidacloprid

1.2.1 Konchel B K575 (3) HEERSAEF
T Il R = SO R A TG K AL BE (424 mg,
10. 00 mmol) ; PR (B2 & 250 CH I, T8 #il
B - TERAE 5 AR TR AL, A
FEM DGR AY 5 45 (491 mg, 20. 20 mmol) , F &
B R AR 5 UG i A TG K DY K IR
(THF,10 mL) , i $¥ & S A0 #1 56 2 5 i T A
TR TIEHEMAH (1 mol/L,160 yL,0.15 mmol), E
MAEFE 5 min, FER 2 0 °C, BN 2-5-5-1%
m g (1.540 g, 8.00 mmol) JG /K THF ¥ ¥
(10 mL) , Ak Ze i P 2 2 BRI FE (1.5 b, )
VA VR H TG 78 SRy 5 e O . S AT 1 [
T, 1 A 25 653 WY TR, VW D Konchel Y
% FCIR ] (3. M B2 R 0. 4 mol /TN U 1 vl
JZ2)Z T (TLC) : EtOAc/ A i fik (PE) /& L L
1/20,R(2) =0.72, DL 4-2RFE 28 H I T K U A
VK R 785 Rz 3 JFC s N7 P g L 4 R 3R B ) 4 1Y) o ]
7 A TR (3) SN 1 e R SRR K

1.2.2 6-F-mpE-3-["CIH R (4)  FER AR
T B B AT A 0 R S M A A i R N
R G & TR CELAE — At & AR L AR AR S
V7 SO ARG BR 2 AU TR ) 28 b e L OB T
PR ORI M) e s R . &
BRORL 2 SE e, NG (BB 250 O MRS
A A - AR S IR A T R 48
G RMARGE A TEE., ERIEP T AT H A
A SN i R 2 B U AL CBRER 1 (307 mg,
2 851. 22 MBq, tbifi BE T 8 2 1 868. 5 GBq/moD) ,
JE PO %€, A 0l LA - S U ERAE 5 A HE
BR ARG 2 R W45 3L 2 5 B A b A i B
FERGE S1(0.07 P FRRE , 15 9 2 AH % 1Y

JEZE DR HF R GUAL T i B A RS AT I ALk
N s R AR A e A e 2 TR AR T T . A TR
(3,4. 60 mL,1. 84 mmol) % A — &AL I I %% »
AN TE K DY A K g (3 mL) . FH vk 43 i R
A A A A A R AR AR RN R R & 0~5 °C L8R
Je ) A AR Bk A AR i b A2 T A E AR 0 B R AR
TR VR BT IR (7 mL) , = A py [ C] & b ik &
TUORL TR g 2E A Ak B S 0 A 5 TRl (3D
SR o ARF A AR Bk B N s iR T G B I AU v
B FTIF 48 AR Bk B R 2% A — SR AR Bk 2 A 2 22 1)
AR L R T ZE 18] R S8 4D RS R R S
RISHBIGAE AR B R RG R CI A
ok S 4% B 7 s . AIE IR 1 h g 0 45
#., TLC: Z /R Z I (EA)/PE KB IL 2 1/1,
R(4)=0.42, Ik NaOH ¥ # (0.5 mol/L) ¥ X
FRE VAR pH & 13, 08 28 B K i THE
AWK ZE 100 mL, F Z 3BT FEEEAEH (50 mL X
2 BrZ%. KM pH HEER (1 mol/L) I E 6, 2 3
BT HEFE A B (80 mL X 6), & 34 HLAH . 1 Fl
ERIK Yk % TCOK B R B T b 8 el e ke 4 A5 IR
B [ A (4,235 mg, IR 97%)

1.2.3  6-G-mknE-3-[“CIFEE(S)  FERTHEP
T Bt 6-5-mkrE-3-[ CIH 2 (4,233 mg, 1. 46 mmol)
IR T4 Shlenk 2 i % 5 # XA i #4, <&
e SN AE AR 5 R ¥ A I ST R A
K THF (S mL), K- 21 % 0~5 C. 518
2810 0 A B Jp - DY &k IR 5 R (1 mol /L, 3. 7 mlL,
3.70 mmoD) ., JEE URZEHFE 1.5 hs HATE=E
WL BiFE 1.5 h JF R 455 . TLC: EA/PE {A
Fe1/3,Ri(5)=0. 45, [ i & P A& ik &
BIAAA A K. W E W4 B & THF, Jir
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PHRA W AW BEAE(70 mLX6) & IF-A HLAH .
FHARLFNE ER /K VR B TO /K A IR A 1 il 8 0
A1 EBUA (5,192 mg. R BMICR 9270)
1.2.4 22505-QE[CIFIDMIE6)  FER TR
T 6-5-3-nkmE M CIH % (5,189 mg, 1. 30 mmol)
JA T 1% Shlenk Sz 7 48 . #XUAG In#i, & A&
o SN AR 5 U TR ST AR A TS K A
Pt (8 mL) i PR HK-3m% 2 0~5 C. &
i M A PBr; (246 mg, 910 pmol) ., i Jin5g ¥, &
FRICRERHE L BAA RS R A 1 h 5
N 45 H., TLC: PE/EA KB 5/15 R (6) =
0.50, [i] MM R ZAZ I I w=5% Na,CO, ¥
WH 2T CO, A AT K, 58 H b
W80 mLX5) . & IFAHLAH . A A& ER K vk
U TOK B R AN T DR D8R VR 46 1 R )
(6,231 mg, XM ILE 86 %),
1.2.5  1-(6-5-3-Mphe [ CTH 38 )-N-fifg J w mg-
2-E e (1, M Conf Humb) AR R T LB 2-5-
5-(PLCM CIH ) M I (6,227 mg, 1. 09 mmol) , N~
it 2 7 22 JL WK e % (7,149 mg, 1. 14 mmol) F TG
7K Cs, CO, (391 mg, 1. 20 mmol) il A T4 Schlenk
B s TR B 5 W IEATH SN (8 mL),
PR TE 2 80 °C, Rl 24+ 50 min J5 S 45 .
BB N TR Ve A A R T RE B L2 R R R R
Cs, CO; , U8 WU ¥ 47 75 3R B 6 [ 7RO ™ i
TLC:DCM/NERAF L 10/1; R (1) =0.45, ¥
R it Vs T F s ) o 2 28 8 AOBUAR 3% Al AL
WSROk B I [E] 11. 08 ~14. 68 min P& B 2H 73 . 98
R 45 15 11 5 [ 44 (1,186 mg. 1 354. 2 MBq, )&
U 67%0) . 4% 4 . xBridge Prep C18 %
(10 pm, 150 mm X ¢19 mm; Waters Co., MA,
USA), B B ¥ i (min/ % A) #4.0/15,5/15,
10/30,25/30,30/15,35/15; A SR 205 B K, i
12 mL/min, #EREEF 600 L. K 270 nm,
1.3 FERFELEYHREERS N
13,1 Gl B HEFRFRIEL 5. 03 mg
Fric ¥ (1), FIH B A OFAE 50. 00 mL %5 &t
P JSC 3 B 9 S Ry 100. 6 mg/ L %W . 43 ) s B &
10.00,0. 01 mg/L PRAFATH . 7y e o i vk 2 Oy
20. 00 mg/L n s mk AR AL — 580 B T

D70 1 2 2 B-TR] A RO 43 B ik
(TLC-TIA)

BARICH (D H R W (2. 00 mL, 10. 00 mg/L)
RS AR WAk s = T W45 H

1. 00 mL 5 I Be i i /Ry ilre o ff et — s W
Jo6 Vi TR IR ST O R R 3 VR A S AR (5 em X
20 ecm) IRIHZY 1 em & FEAL Y 4 AL B AR K5
PR CGRFEV U AR R W R VA VR AR RV TR
R BE S AR 3 mm, B 3R iR IR AE 2
Brr o & (DCM/ N EARFREL 9/1) . JZ T4

P2 % TV 0 o ik e Al 22 T RE O LR
7R &= AR 43 B (TIA, isotope imaging analy-
sis) RIS ARIC Y (D W fb gl g e

2) BT R OO (4 1 2 (HPLC-LSO)

BFRCH) (D W (10 w1, 0. 01 mg/L) # 47
22 K RO A €0 3 (HPLC-PDA) 43 #r . H 3l i
LEARICEE 14. 70 ~ 15.62 min P& B 47> T N R
s ) H Ao A 10 mL R CRE i 7 25 - PPO
(7 @)1 POPOP (0.5 @)IET W ZE (650 mL) Fl
O BEH PR (350 mL) v Wl JE DG ORAF 24 h
JEE D IR AT G 12 h ST iR A IR T S AY
(LSC, liquid scintillation counter) U 1 i 5 ¥4
THREE(AD . EHE HPLC-PDA 7347 6 . BAric
P (DB L0 pL,0. 01 mg/ L) Jim A TN BRI - 7] 32
JA 10 mL PR BRI T 2 G 0059 1 3 BB (A .
FE 6 I, 3k & k. Waters SunFire C18 #,
#4. 6 mmX 250 mm (3 [E Waters 23 7)) . £ 5 Bt i
(min/ % A) $5:0/10,5/10,20/100, 25/100, 28/10,
30/10, AN B K, i 0. 80 ml/min,
270 nm, FRiCHY (D5 & if ]y 14. 858 min,

3) AE LS PE R RO A 5 3 2 (HPLC-
FSA)

BARICY (D W (20 p1,0.01 mg/L) #47

HPLC Z3#r . 4 J5 % B W& 43 90l 2 A PDA K ) 2%
TR B WA TN R &4 (FSA, flow scintillation
analyzer) . s- i b 1/1: 3 A FSA dE il 5
Optiphase HiSafe 3 [N ¥R @ 3ty 1/8, #id
i HPLC-FSA 3% & DL AR 0 — ik i B s ey
(DAL SEEE . AR 1.3, 1 W 2).
1.3.2 Afbpai il MR4E 1.3, 1 954347 3)
i HPLC-UV @3k &, DL AUH — 23T B bR
L7/ QDR R A= 221Y;
1.3.3  Wis R e R G v A AR RO H BR
Y (OB W20 p1,0. 01 mg/L) ¥ ATNBRIH . A
10 mL AR CBE 75 1) 1. 3.1 35430 2)) IR 45
R 6 W K MINKR M B 6 A FF A RO IR A
12 hjg M LSC Wz Ho ke S 1 3% 32 41 otk o 55 A
i 1) LT B
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Bz Sicter H40%

2 #ZR5iTiR

2.1 MSTHRMERIEULEDHNER

AL C B R LS o 3 3 A TR L 38 it L IR Ak
AL ISR 025 O A 25 B HPLC 4l {3k 15
T BT B R T RO SRR R 51,
252 RN T ) FRAEEHE QR

6-4-MEmE-3-[" CIH R (4) . H NMR(400 MHz,
DMSO-d;)8:13.58(s,1H),8. 85(d, J =2. 4 Hz,
1H),8.25(dd, J =8.3.2.4 Hz,1H),7.63(d, ] =
8.3 Hz,1H),3.28 (s, 1H), 2. 52 ~2. 42 (m, 3H);
ESI-MS m/z:160[ M+H]" ,162[ M+2-+H]",

6-5- Mk E-3-[ CIH EE(S) . H NMR(400 MHz,
DMSO-d;)8:8. 31(d.J=1.7 Hz,1H),7. 75(dd,
J=8.2.2.5 Hz,1H),7.43(d,J=8.2 Hz,1H),
5.37(t, ] =5.6 Hz,1H).4.50(d, ] =5.2 Hz,2H);
ESI-MS m/ x:146( M+H]" ,148[ M+2+H] ",

2-50-5- QR CIH D IERE(6) :' H NMR(400 MHz,
CDCl,)8:8.37(d,J=2.4 Hz,1H),7.67(dd,J =
8.2.2.5 Hz,1H),7.30(d.J =8.2 Hz,1H).4. 41 (s,
2H) ; ESIFMS m/2: 208l M+H] " ,210[M+2+H]",

1-(6--3-MEWE[ " CIH KL - N-fiig & i -2- 1
Jz (1, C-mp o) . 'H NMR (400 MHz,CDCl;)
8:8.32(s, 1H),8.17 (s, 1H),7.71(d, J =8.1 Hz,
1H),7.35(d, J =8.2 Hz, 1H),4.53 (s, 2H).
3.79(t, ] =9.0 Hz,2H),3.51 (t. ] = 9.0 Hz,
2H) ;ESI-MS m/z: 258 [ M+ H]" ,260[ M+ 2+
HI]" . #7ic® 1 ' H NMR 5387 84l 5 3F froit
Humk— 35 H ESI-MS 73 B B s 28 #b 12w
VCHRE , 3% 5 B AR (1-(6-50-3-nfk g [ CTHT 5L )-
IN-FiF§ Bk WK -2 JH2 ) 45 # AH A 5 H: HPLC R B i
[F1) 15 it b R R B B ) — 3R e B T 4R
I B H AR Conl B ok (1-(6-52-3- ML I
(M CIH D - N-fifg KLk wg-2- 7 it . 1)

FEE Br b BCH 1 R 2R 14 AR 12 4R
2SR AR 2 AR AR AR I PLE R R AT O 5 A
RESERE I I R ) 2 MR R R T Y 3R
B i A ) 67 3R 7 3 2ok 2 v 5 5 S 0 R A
JoT A ) AR R A R ) SR AT 5 R AR
W F BB 2R E B 38 5T A R A BT R A —
E TR BE B R TS e 5 SO P a6 R 0 R R
T 80 2 PR X 3 S R AR 24 0 R 1 A3 4 Ak
kAR E L HABA AU AR Tk 0 43 B SR Bk
SR TP IR IR AT AR IC . B IC B IR R B A

PRiEY o R idE . Nz ik-14 2B K
fie-14 J& A& 24 bR id B R 5B F IR W bR i TR
Lozl ok [14-15,23-24 ] Hp ) 4 A
ML HUHR 2 DL 7 o A 3R LI 2 3 R K e b 3R
2 LR B A R IC AL AL AR ZE % O B 5 Oy
PRICAT ST I-14 ARid . XA AR IC T R 1Y A R
PR B S0 B R R 2 A5 AT

ISk R S 0SS P TR 67 2 - 14 bR id & K
JrRk [ C Lt R 40, DRI Alke-14 b 32 45 18 R
0 H AR B R A AT A ) T A A LA G BB K
Z R A . ML A 2 Bl A AR BIE SN
Hh 3 5 o T R [ 2k 1 L 2G5 Y S E
IR R, il E A RS 2- 505G P ki e 5 X
S A HE L) G R ) Bl R B A SR 7
2-F-5- G L b e 5 N ik 0 2 i R e e S
A i R 3 T O R RS S R
FUARTAEB T 7 Coni w1 A ic A Bl 3 AR %
2B D AV W A5 1F T R kAT 1 e,

=g = EL L AW Sl P INTARE g AP S
— o Y RNIESE,2,5- TR IE S Mg [N 28 1% .
FREANFES SRR FE F e hE 25 1 5 A7 5500 76 M 4K
fi%. FH 2-5-5-JRL Ak e (2) 1 4 4% PR A 5] s 52 3k
FARE T AN HKAR AR TS AT 2 T4 R
PLIE /K LiCl £ 3E 500 i 20 4 ) % 7 2
Konchel B4% [k 7], B8 T F— .
T ARAE TR EEARIC A A ST [ C I R
AN 1. 54 mmol, & 5 M B[ C] =
AL BRAR TN o H 0 2001 B 45 25 S0 558 R st 48
T DR R P (4D iR RN L IR B I AR
[MC] Ak 5 3 5 ) Konchel B4 G 7 76
B AT B A A B8 TS 1 — AR AR S &R e
JINE o TS DR SR L AHD I+ B 28 A 97 Do U R 3R
187 6~ -nknE-3-[ " CIH R (),

FE N-fiF§ 560 2 FE R e (7) 5 2- (-5 1R
FEMENE ) S R H, Cs ™ F1 COS™ % B 2 Bj %8 2%
FE W R AR RN A DL IS
TR i R Ay 0 R R HE AT AR A0 . 1 T B
] J2 S5 A BT B L 7 R
2.2 WEHERMEIRICEAYHNREERS N

TLC-TIA 43 #fr R WY 50 1k 2 RE AR B H
PR QD JETF 5 AL B — A B A R B S S
FERCARAE UV KT A R 07 7R 28 RUBE A Bk
S B AT 1 LR A 5 ) — Bk R A ikt R A
M EEAEAE 34 2 0.56, H AR 4 (1) Fl ik HL obkbz A XF
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o BE ST AR RN A B 2 — B, X R E AR (1D
HASCA A — 1 TS PR B X I ) 2 4 R Coi o
Wk (1), 25 I Sk Hogcfb 46 Sl 100% . HPLC-
LSC 43 #r s R R W HARY (1 1 503 6 B AL
SEHIME K (43 237 +£293) min ' (n=6),A, ¥
k(43 751£341) min ' (n=6), il H
FIHFRY (U A2l (A /A H 98.9% ., K 2
J EAR Y (D ) HPLC-FSA . i Kl 2 7] %1,
RO U DA SR EER o & G TR AR I SRR
U RV 99. 8%, B H B8 ) (1) JiC Ak 4l JEE K
99.8% . & 3 N HARM™ ¥ (1K HPLC-UV [
(270 nm) , iy & 3R] 1, 1 C-nik s ok X 7 ) 06 i
TG B A €833 U6 T ALY 98. 6 %, B B AR (1) 1Y
fh2pali ol 98.6% ., LSC il & F M. H AR ™9
(DB TG R 1 871. 46 GBgq/mol,

. n n C= n n )
0 5 10 15 20 25 30
t,/ min

B2 His# D/ HPLC-FSA A
Fig. 2 HPLC-FSA chromatogram

of desired compound (1)

14.858

10.00 15.00 20.00 25.00 30.00
t,/ min

0.00 5.00

K3 HE® R HPLC-UV K (270 nm)
Fig.3 HPLC-UV chromatogram
of desired compound (1, 270 nm)

JECHH R R 2Bk 14 B 1 49y 0 Al 200 138 300 7 e
A TLC-TIA, HPLC-LSC I HPLC-FSA 10118200
X =RITES A IS - fT A B AN SEENIE., fEH
PR (O AR 20 B2 53 A v . TLC-TIA 3% fE A 20t
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