PREMEEFHBRE (VL7 —BiEO) Mg & 195

10  REUERFEEE (VL7 —EE) DOERERE

RSS!, AR, T RSN, ARRTRERG®, OHEETs -2, BHIa®
F—U—F  RFMEER, VLT —Bik, BoRBRE O L PR

1. [XL®HIC

NTEBFE RN TT BN LT ERHE A TR B S OFREDEIEEL O HI R F IR FE OB K E A EBENBESH
TW5, F72, REWERITHDMER D THY, IBEEL TOMEEIASLNCT D ETIIE S IEEF O R FE
EHROERIIEECHLY. L3> T, AEHMITHIRFEDHE SN TRV IERIOIR FEHE RO E &
EHYERRR AN LIS TNDZEND, FiRRE7a~h7Z77 (HPLC) IEIC LD IER R D R FEPEZE F O M
EIED BRI LinLendD, HPLCERA L CWOZRWRBRELHHZEND, RO T —8EH Vo
WCRBRIEOMERERI A Z FEMEL 72, £z, UL 7 —BIETHOTOD SR IR R ZNE RO 38T R84 O
iR T D2 LD, HPLC JETHWTW ORISR (v 7 2 F v 7 A% —F—) O AR LTZD
T, TOMELHET 2.

2. MPRUAHE

1) AHORERUVRR

TIEEE DG, JRBE R NRFBLZZLEGIEEIE L CEF 16 AU (RFE 3 5, #EEFNEEE 3 8, [LaAEE 4
AR BAA IR 3 S R ERL A IEE 2 7)), IRFMEM R OIRF L EDZ G LESIEEL G108 (0T
R VTERFEE RS (LLF, TCDUJEW. )2 &, AV T FATIATEeRMEERFE LU, NIBIEWS. )1 4, &
VAT VTERIILIRFE (LT, TUFIEWD. ) 2 iR OMEREEL 5 A7) Z23lBRih L L CIEE L, N Z iUk
THBAX 500 pm O SHWE BT 5 F THREL TodT AFEHZFRRLL 72, IRINENNERER & OVE & N RO
MeRBIZ W= 1B O CDU 1, /oW HEEHD 10 g 222 dudn ey, a—h EARK (3 ) IZAdL, fhiHTE
BEDY AR A (3L) ZINZ THEE L, AR B> T- R A i L, Paifii & 1B K OS5 A CDU &
L.

2) FERUHRE

(1) [AEERVEEH: b T isfXemREy R

(2) ~7xFyrA%—7—: ASONE HS-6AN

(3) tHIE/KfE: THERMO F-0030

(4) EALAEFEIEE: ZHE T LH¥ AT-510

(5) EHkARr7a~r757 (HPLC) : Waters aliance >V —X

VRSATBOE NRMOK PEIH Y 2 el e 2 — ALl e e —
? PRSTATBUE NEMOKPEH B 22 i o 27 — NEETE 22 SR A T
S OMSIATEOE N MK EHE Rt —ME 2 —
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e

7z

(6) #1724 Asahipak ES-502C 7C: K= 100 mm L X N£E 7.5 mm 1.D., K% 9 um
NIV PRP-X200: X 150 mm L X NEE 4.1 mm 1.D., K% 10 pm

3) HE

(1) /k: JSK 0557 ([ZHET 5 A3 FHH DK

(2) VAREIERSR : JISK 9007 (ZHE T DV AME — KK AV 13,639 K TNISK 9020 (ZHE T D0 AMmEK
—F 25689 %K 1000 mL (T LT

(3) KEALFT RN 2K (5g/L) - JSK 8576 |[ZHLE T 2K TR A 5 g Z7KIZE2>L T 1000 mL &L

HFIIILI

(4) Hife: JSK 8180 |[ZHE T Dk
() AFNLyREERZ(0.19/100mL) : JISK 8896 ([ZHIE T HAF/LLv R 0.1g% JSK 8102 =% /— /L (95)

100 mL {2 LT

fi]

(6) Hilg: JSK 8951 (ZHEd Hakdk

(7) TLT7—¥: FEHMisE T3%

(8) B b~7 %7 JSK 8432 |ZHLE T Dk

(9) JRFE: JSK 8731 ITHIET DK

(10) 0.2 mol/L 7KE&{bTFRIw NEEIR . BEBAb - A Sy b R 2 iR
(11) 0.25 mol/L il : B8 HAb - % By Hr FH R B R

4) BHEBRRARAE

(1) EERRVIEEHA RS0 (LUF, TEERIRVIEEHIE L0, )

(1.1) RFERORFE T TEE IR

IMTaREE5.00 g 2130 &, 287722500 mL (2 A, KK 400 mL %Nz 30~40 a5 /4y THI 30 4y
RVIBET-RIERETKREMA T, AHE 3T TAHEL, HEHRIKELZ (K 1).

(1.2) RFLEM R NRFBCAEWE ST EAIEE
SIATEREE 1.00 g 2130 e, 2B 7T A2 250 mL I A, D AEEHEIARR 200 mL % 71% 30~40 [al#5,/ 7y

(25°C) THJ 30 2 MIRVIER 7= AT E TR EZMATZ. AR 3T TAHEL, SBHAKRELTZ (1K 2).

| obiE500g | ARTIR= 500 MLz,
—7K#J400 mL

| DA | EEE R (30~40[EE / 4) , 304
7Kk (R E )

| 7);‘@ | 2utsfE

| HhH i |

X1 (Al IR TR (R3%E R OIRF 28 TEA TR
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| Ok 1009 | AT TRa 250 mLICiE0ED.
<0 AUBREE Y200 mL

| RDIRE | R B (30~ 40z /43, 25 °C, 304
K (B ET)

| 5;‘@ | 2kt

| Hh |

X2 ARV IR ERIE ORFEEM L OCRA LW E TEA TR

(2) I XTI ARE—F7—" WL HECLT, [RZ—F—{E1Ln).)
MR 1.00 g Z 1320 D, e =475 22 200 mL (2 A4, /K 100 mL 201259 10 43 SR8,
AR ITETAHWL, AEHARELTZ (K 3).

| bR 1009 | SR =ATT23 200 mLISIEAED.
<7k 100 mL

| P |~/ RFosRE—T—, 304
[

| 2ifh | 2wt
[

| S |

X3 AH¥—F—k

5) BIEAE

(1) vL7r—iE( 4

(L.1) Jnoksfig

o —E & (U-N ELT 10 mg #4824 E, N &L T 10 mg~100 mg fH 24 &) 27K~ 7 A= 300 mL (&
AL, IKEMA TR EZK 50 mL &L7-. AT VL v R (0.1 g/100 mL) BEREN R, RO DD T VEIRE
(2722 £ CHEME (1+200) IR LT N D AR (5 glL) ZINZ 7=, fhHiE T O IR % 533 DT I +41 78
2029 OULT—EENMZ, HELTL0 COKBHTLRFFINELZ%, Bm L CGRENFIRE LTz, ik
22 RBREL T, BIOERE 7T A% AW CTUL T —BEINZ TICRBEOBIEE ML, R0 iRk BRisig 4 76 5
Lz, &, oL 7 —BZERBREL T, BIOKE 7 T A% FAWTHI IR Z KICE 2 ClRBROBEEZ FE ML, 22
AR IR A TR LT,

(1.2) 788

0.25 mol/L fiil% 10 mL Z52#5 1130 e, ZOZaez /KA KA 2L E TG LTz, SUBHA IR D A>T 7k
W7 7A@~ 7 XU L 29~3 g%z, ZOKE 7T AE KRR ISEIT#EE L. KEKEAHY
TIAINIIEY, ZEH T T AN OERRZ AL, 8 HE#E 5 mL/min~7 mL/min TZA® %17\, 120 mL~160
mL 3B ML 7= D78 A 116, SZan N OVEIR EBE LT K ZE KRR LB O oy 2D B DK TV, BeiRA B TR
LE DRI, ROIRABRESHE K O L7 — B 225 BRI 2 AR I T E L CAEa BRI IR D R4 i & 1572
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(1.3) {fE
BE IR 2 BT 25T B E A AV T 0.2 mol/L KR b7 R LRI GRS E L=, 0.25 mol/L fitlis 227k BR, R
I FRERERIR I B N L7 — B Ze S BRIs RS FIRE I CE E L.

| Hh i |
|
| SYER (— i i | g5 == 300 mL

—AF LR (0.1 g/100 mL) ik

< (1+200) LKL R 7 AEHE (5 g/L)
(BEEDYD T VAR BT/ D ET)

—L7—+ 029

| i | 40°C, LR
|
| Huhs |
|
| AL |
—p{b~r x> n29~3¢
e =55 300 mL
s A e o S
A W'l“ i 0.25 mol/Lfifi10mL
| IR IR | BEHEE © 5 mL/min~7 mL/min
|
| B 1L | i 120 mL~160 mL
K (B2 FRNDIEIR E B UT- 78 18 DT )y 2 i)
& 0.2 mol/L/KE&Ab. T N AFRIR, EAT 221 B 2 &

4 TR 53R 7500 B OV 7 R AR

(2) HPLC ik

IotrakEl 1.00 g Z1E e, ke =7 T2 200mL (2 A, /K 100mL ZINz, 7 % F v I AL —F—
ZHOTHR 10 BN EEET-. FEk, BERE e DIk EE 15 mL (28, =0 7) 8000X g~
10000< g T 5 i Lo BEL, R AR E SRR E LTz, ZOREHA TR Z HPLC IZXOJIEL- (X 5).

| ofrateiL00g | e =ga7 723 200 mL
«— 7Kk 100 mL
| i | xR, 105
[
| firie |
[
| 3L | St ph R . 8000%g ~10000xg, 543F
[
| I | itk rn~tr 57

X5 HPLCk
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3. MRRUEER

1) RERREDOREZE

(1) L7 —BICEBMKSS il Bt

UL T —BIINMK G fREEESR DO — D THY, JRFITKH LU CGRIRFIIERAL, L FIoR RISz kD =
BRACIRFE LT B =TI T 5. L2 C, IREBMEFROE BITHENAR P OIREE TR IRT DD
7oL T — B EIINT AU ERSHS.

CO(NH,)2+H,0=C0,+2NHs3

oL, O L T —BIKIGEHER—E TROBOBHY, RETIK TLoT W eI &EE, TR
FERET DI D7 BROUL T —E (8 0.29) 19, [EFE 40 °C SUGKER 1R 054 R FHEZE 5 50 mg~
60 mg Z /3 fE9 HICUL T —F 03 g N L Th-o7z. 17, 10.19g~0.591¥ Xix[0.5g LL FCIR#E 0.25 g &5%
B RT 2HD 12 VL ERNOREN TODITIRE T, T2 THRNCY L T —E OIH M TNk 55 fifhe
NEPETDLENHS.

ITAE, FOEHIEE T3 (BR) 23, HO0 Lo 7L 7 —EBOIEMEARFEL 727U 7 — B2 RBL THDIEND,
B DRBE RIS DL T —EBDO R/ NI EZ MR T 572012, VL7 —E (M 140 Unit) &
FNZEN01g, 02 g&N0.3 gz T, FERRVIEEHIEIZEY CDU Z AW THIELLEZA, LT —ED
INED 0.1g DEAITEE TE 7273, 0.29 &Y 0.3 g TIEHIEMMIC R E R ZEITRBO BTz
(D). 7, v 7 —BIFRE 0y "D LITIR AN B 28D, BAeDIHMHERM O SN THD. 20
728, IEMEAE 130 Unit~150 Unit 7L 77—V & HWTRBRICHIE LT- L2 A KSR ZEEITZRO b7
(#2).

%1 LT PR R #2 LT — PR R
BT — PRI izt 4 ML 7 — B yic 4
(9) (%)° (Unit) (%)°
0.1 N.D. 130 1.59
0.2 1.63 140 1.65
0.3 1.59 150 1.63
a) L 7 —BIEE(E 140 Unit a UL T —PiNE 029
b) 24T BRD T b) 25 BHT BRI fE
c) BRNR c) ER R

(2) HhitEET ik

UL T —RIEAIER 32 42 (1957 A7) A EEY GRERIE | (R 3)) IR S CLLR, BUBRAR O F kI
Fix DB RDPIMADIVTUN . TFEARAREL AL S GRERIE (3R 3)) TIEERA MO A DA TR S
NTEY, WTRORELAKTHREL TS, RSO GRBRIE 11(E 3) Y TiE, REEGH UIRFEL
B E T EE ORI O HITINAK 3 2B 13272012, 20 CIRPHA T T ALY A BRI IR
(PRHEMEHR) 2L T e, T35 G RFRATREH M) @ RERIE 11(3R 3)) TIIhh iR E% 25 CIZAHL
TS, F7z, TIEE L (1992 2R 1Y GRBRE IV (3R 3) ITIZIRFLEWM R IRFLEMEELEET
BrORIH HIEAIGERS TR, TIEEHE RS (2016) 12 0w L7 — €1k GRERIE V(3R 3)) TlEaliris
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N X OSRBREE IV 228 ICESEALNTIEPIES N TWD. LT —BIEORIH I IEIS, HRETDIE
BN E RS Z I (2072 - Ty, 2R E LU TR O /3 BT IR A 22 EHEIRVIB 2 VT g, &
DZEMND, LT —BIEIZBW TS NEEHEERTE (2016) | O @ik ik o~ 777 ik GRERIE VI (32 3) ) Ik
D E (hHERE =7 2 F o728 —F—, FHEEEE K, SR ==E) 20V 7 —BIE~E 4528
DI S Z RS T DLz,

#3 A RBRIEOHh HEIE

ORFEY st SR b FHHOREE Rl
HERIE A — K — —
B (AR R K — 3043
C — 7K — —
D I . . —
HEBRIEN A, B - - - =
C,D (AR PR O TR R 0 AR TR 20°C 3075
HERENN A — K — —
B (AR R & — 3045
C,D (a4 0 TR O P BRI 25°C 3045
REREIV A — K — —
B (AR R & — 3043
C, D — — — —
HERTEV A B (R R K — 30551
C, D [EIHRHR D A D ARSI — 3047 fi]
ABRIEVI A~D  =IRTFIIARI—T— K - 1045

a) BRIE]  FEMRAEEL AT 1L (196247)

AEREEI : FERhIEZE RO EICEE T D048 (B 1) IREMEHZ B IO

AAMEZE RO T BTV T (19654)

AEBRIEN ;35 G TRRARAEEN 3 Bk (19884F)

AERVEIV: BT (199242 hR)

ABREV: ERERERE (2016) 6.3.aVL 7 — Bk

AREREVI: JEEERBR L (2016) 6.3.b mdiiikrn~ 7T 7k
b) A: JR#E

B: IRFEE G LHEE R

C: IR#ELEW

D: REAME G LEAIEE

PR IR ERRIEIE, (A)JRFE K O(B) RFZ G LEAIEEHIOM HEEL L TOkE IVW=IE, £z, (C)
RACEW R TN(D) IRF AWM Z G TR NI KA L LT A lRIEYA R Z FVvy 25 CTIRVIRET:.
YT XTI AL =T —{EFIOTOREBRS I L U OKE W EIR TOZIRET. KRB IOV TRIERR
DIREREIEL A =T —IEDIEMD R K CZNBIEMEOXIEDH S t MUEIZEROT t fExHEza 4
(RUTC. TORER, A E/KYE 5 W THIHIE T IAMOREMICA R 22T e o1,
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#4 BB TR LB EEO

R IR 25 —5—

St (%)” (%)”
G el 38.63 38.66
T e 39.61 39.53
PR 43.23 43.78
&S 44.34 44.82
PRE 44.03 44.44
G EE s 35.44 35.01
EEIE 40.88 41.04
t 1.014
t g2 E 2,571

a) IR IR 2 VTl L7z e 18

b) B &5y

C) A —Z—%& FWWTHH L7z Il E 18

d) *ISDHLRNEMEDF-EEDAEDKEIZLYRDTZ t HEsHE
€) 5 %A E/KYE (W) O t BLAHE

RFVEEHREL THE R 10 %L TORFLE LEE IDERNE TR FED K IR FCEWE G T
BIEEHZ DO W T RIEEIRVIEEH#IE L AS —F —EOREMOBREX 6 (TRLiz. ZDREYi=o ElitREd
95 WIEHHX I 1 25 2, G195 W(EHE X [MIE O ) 28 A CUe. MBMREIX r=0.995 THY,
b LB ERBREOHE I VEA T 72 L Tz, F7e, BIEERVIEEHIEOH RO RIEEIZ 7 2y MO,
7, I AH@QOREMIT 70y MO ) TR 6-21R LT, A2 —F—{EORIEMI 5T AR R E
ORISR D3R EITZFRD Dot LRSI, 1B(1 A 2K T L IR FBIEEZ OREM
MBS IR CHI I L7 EME LS S5 o720 C, SR TR s a2 U7 /6 8, I IEDRRE
ZHZ TOWAEREL TS, IBIE, K~DEEMEFEA0.09 g/100 g /K (25 °C) 19TiHY, pH 4 LL T DR FEE I
PBWTRRITNK R E DY . LsLanh, (LRIREHE DK TOHIHIE, HYESEETHY, fl R 23
10 73 T L ELERHI N2 &30, TE BAE~D BT bl -7z,

ZDIEND, AF—T—{EEARIEEL T, LT O, FESEOMREFMZEiT o2l LT,
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10 ¢
g y =1052x- 0.11
@ g | r=0995
hm
,%_\ I
< 6
M
= 4|
h
1{1\ 2 - ”
2 Aol
x 0 [ z 1 1 1 1 ]
0 2 4 6 8 10

IR D TR I 72 U-NTRESE (%)

6 [EHRIRDIBETE K OAX —T —2 [ it 7150 U-N JITEM O Feig
O: RFEZGOEAITE
[EIHRHR Y IR (l BRI 7K) — A% —F — (Rl IE : 7K)
O: RFEMEY R OENE G TEE LE
(RO AT (R VA O ARRHR I IR) — A% — T — (Bl AE  7K)
K [EURERR, ot THIKR, ARt y=x

I
(%) B Tk Sy 3K

2) FHHAHICLIEEDEM

RIEOBEEZEGR T 2720, RBVEEHRLL TH S 40 %, 10 %, 3 %L N1 %Y EORFELRML
TR (e N o A, ALRRIEE), PEvEdE A 1B, UF ADEERIEEL 2 v 3 50T ClREMREHER
BRUT-fE a2 5IRLTC. 7288, UF AVLRNEEHIIR FEERDNE E/H 053 %E AL TV 2lind, £
DEEEAWCTREIEEZR L.

JRFEMZEFR T EBAEAVE B3R 1.58 %~39.96 % T, [HILR|E 98.7 %~103.7 % THY, W DAL

=

FHINO DR FEFFAIZ 3T D ILBHERBRIED R L CODEEE ([EINER) O HEELIN Th -7z,
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K5 BRBHPO IR RO LU RIS

B IS SRES enmd  E Akt [EEO
MR amg® aae?  EEW e A

e (%)b) (%)b) (%)b) (%) (%) (%)b)
it 85.7 40 39.96 99.9 1.4 98~102
bR e 21.4 10 9.95 99.5 2.8 97~103
Ve s 1B 6.4 3 2.96 98.7 2.2 97~103
UF AL R AL 2.1 1.529 1.58 103.7 1.9 96~104

a) HA LU TR LI IEEH AR R D IR B AR A LIZEIE
b) By

C) M- E P ORIFMERGHE

d) 3RHHTREBRODF2EE

6 NERHERBRIESESR 4D H B (BIR) O B EE

f) IRFEMEFRELL THESR0.53 %G

0) AMHRORFEMZE K OIRFHROIRFNEZOE

g

3) BHTHRERUTMFBEDLH

ARIEDPHATHEE L O RS EE AR T 570, JRFE KO UR ADLEAEEE -V, JRFEE 2 5OMTTH
ZEZ TS ERBRL TELNIR BA2FE 6-1LITRLT-. £72, ZORENS— TR E SO 21T TELLTZ
DHTREEE R O RS EE 23R 6-2 1R LT, JRB DO FIMEITE &5 3R 4317 %C, HHTHRRTEHE(R 72213 0.8 %,
AR MR 721 E 1.0 % T o7z, E7z, UF AVBRIERIO 2 EITE #4537 2.39 % T, B TH SR HE (R
7E1% 2.9 %, HEFRMEMER 21X 5.2 % Th o7z,

PR3 DO THE R HE (R 72 K O R AR S HE R 51T, BERMERBRIEI RSN TV DO EREOREICE
FDOMTREEE (DFATAR MR HE(R 22) S OV FEIRSE BE (Hh I RR SRR 72) 00 B 2 AN OHESEHIPA CTdHY, UF AD
AERAEER D AT FR e HEff 75 K OV RFR S MR 221X RS EE D H 2D 1.5 5 LANOFFRELTH CTho7-Z b
D0, RIEF 07 EEA L QDI EN RS,

£6-1  HZEZEZ TOH IR MR el B E (% (&g &)
=ER H e UF A DAL R AR}
1 43.32 42.59 2.54 2.46
2 43.21 42.98 2.25 2.38
3 43.95 43.58 2.37 2.29
4 43.50 42.76 2.45 2.59
5 42.97 42.80 2.27 2.27
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FK6-2 PRI EE AR R BRAE OB HARHT RS SR

OHTREEE R R B
B S s RO CcrRD’ sm’ RDim? CRDim”
(%)"” )" (%) (%) )" (%) (%)
PR35 43.17 0.36 0.8 1 0.43 1.0 2
UF A/ A A} 2.39 0.07 2.9 2 0.12 5.2 35

a) i P fiE GAUBR A £k (5) 2770 4T)
b) B &y

¢) DHTHEHE(R 22

d) GHTHRHE R 2=

e PHMTREEE (DM THIRMEMRZ2) O B &

f) A e

0) AR R AR Y 2

h) SPETREEE (b AR AR YR 22) 0 B &

4) EETREOHER

RIEOE & FIREMGR T D780, Pt CDUICRFMEREL T 8B43R 0.28 %iH Y4 & O SR FEE IR
L7l W, 7 80T TRBRLICHE R 23R 7 IRUTC. JRBIEE RO E =il i’?”faéua 0.30 % T
HY, TOEREREITERESFR 004 % ThH-oT-. 728, &8 TIRITE YR #x10, R H T IRIZIEHE(RF 5 x2xt
(n-1,0.05) Z AW THEHPD U225, RIEOE & FIRITE &0 % 0.4 %R, Kt TERITE 8575 0.2 %z
FELHEE ST,

AEBFATEHMS 235155 CDU D2 OfMOHIRFHEICIFNJRFEHZEFRIL, 3.0 %Ll FCThHILE LFtilksi
THY, HEE LT E & FIRE (B #5304 %) IZZORIRFEHOFLIRD U5 LU N Thole. ZOZenh, Kik
1%, EEHERBRIEN R L CODIE & FIROHESE L HER - L QLD L2 B LT-.

%7 E%‘FBE&EDL ni%@ﬁkﬂ/ﬁ

?&ﬁ?ﬁg HEE R

Al e ORREEAE ;

i MRS ERET MR RERE e e
ORI WA /O NN 7 KA (1) R %

CDU 0.28 0.30 105.6 0.04 0.4 0.2

a) IRFMEEREL TOUIME
b) B

C) TR DM TERBR DL fE

d) fFE (R A% 10

6) = (R 75x2xt (n-1,0.05)

5) FEBHOD S

2.1) TUAE LTI AERHZ DWW T 3.1) (2) DET TARIEDRBRIEE~DE G 2R LI2LZA, ERaiE
TRHBLITROONIRD T, Fiz, ZNHOFRIEEZ T, HPLCIEEARIEDOREMEOFHBZ 7 12R1L
7=, Fiz, ThENOE EEOBROEIFZ KD, HBEREA R MU, £, IREFEEERITBITDOLARED
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95% T 1 IX.[H] & Bl ELAR OO J8 PRI HE V2. 2 OFER, TRIKEICE T OIRRAFERD B 00, [EF
DX (1.014) K O] A (0.10) D 95 %15 #H X [i]13 0.948~1.080 &% 1M-0.18~0.37 THY, kI BRIEDHELE
HiH ThoTc. ZOZENG, HPLC IELAIEDRIEMIIA R —EL , FROMEMEZRTHDTH 7.

ZDOZEMD, KIEITRFELZLEG IR CIRFCED T ORFEEFZRORBRICE A TELHHDTH-
7-.

10 ¢
S y = 1.014x+0.10
fm 8 r =0.992
o
’,Z\: /"
1 6 - I'
)
0 A
6 Jole P
Li ’/’ 7
q 4 '
)
=
o
T 2 L
0 ol 1 1 1 1 J
0 2 4 6 8 10

L7 —EIEIZLAU-NAESE (%)
7 ULT—EIEKLOHPLC A28 D U-N JIEEO s
O: RFEZGLEEGIE, RF|AEYM R OENZETEE LR
IR EIRERR,  ARR: TR, MER: y=x

(%) : B &Sy =

4. F&OH

JRFMEEHFZRBRE (VLT —BIE) 20T, EHRIRO T RT M2 T8 e OV ERZ8 B L CHERERR A5 2 i
LT=EZ A, RO FRA2157-.

(D) HHEEEOIMK IR ANDTL T — B O ML, UL 7 —EIEEE 130 Unit, 140 Unit & O 150
Unit 4 029 UL ETH-7=.

(2) FEHARFARTIEORFEATY, BAFOERRVIEEHA Ao 7k~ 3 F v 7 A% —F—%
DI IEL LB RT UG 5, 7o B E HE R CE O TIAMARE A B O s D~ 7 2 F v s 24 —
F—wRWLIEELT. 7235, BEAFOIFIETIL, VABRARMNR K O IR B SR 03 BUE ST Tany, KEH
WCEIRTHohH CEa AR Lz,

(3) FHREE A W TIEINGRERZ FE L 7o/ 2R, IRBMEE RO FEIEIVE #55 1.58 %~39.96 %D
FHCER RN R 98.7 %~103.7 % THY, IEEHERBRIED B D BIEAN 2L TV,

(4) DHTREEE R OV RS FE OMERRAAT ST /G R, DR TAIXHEMENR 7515 0.8 %~2.9 %, H[HIFH R AT YR 72
1% 1.0%~5.2%ThHY, IEFERBRIEI RSN TV A REEOFFAEFIH Th -7,

(5) EE FIREOHEREIT MR, NECHBITDER FIRITE /) F 0.4 Wil e sz,

(6) WEAEEHZ DWW TARIEORBIBEA~OM A 2GR LI2LZ A, ERAPLET2BI8UIRDLNh o
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2. F7z, HPLC iEEARIEDORIEMIIM R —B LTz, ZOZen b, RIETIRE, RELZEGEAIER K OYRHE
LB T OIRFVEEFZRORBRIE A TEob D TH -7,

X

1) JREMOKPER SR IEHEURHE S I D & Bl AR O A E SIS 2 B D D E Rk 28 42 12 A 19 H, &
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Determination Method for Urea Nitrogen in Fertilizer by Urease
Toshifumi FUJITAL, Kimie KATO?!, Toyokazu NIIMI%, Yasuharu KIMURA3, Kohei ITO? and Yuji SHIRAI?

! Food and Agricultural Materials Inspection Center, Sapporo Regional Center
2 Food and Agricultural Materials Inspection Center, Fertilizer and Feed | nspection Department
3 Food and Agricultural Materials Inspection Center, Kobe Regional Center

An Urease method for determination of urea nitrogen in fertilizer containing urea and urea compounds was
validated as a single-laboratory validation. In the case of the activity for 130, 140 and 150 Unit of the urease, the
minimum additive amount for the hydrolysis of the sample solution was 0.2 g. There are two methods of
extraction process of the determination for urea nitrogen. One is using the upside down rotary shaker with
phosphate buffer under 25°C. The other is using magnetic starrer with water under normal temperature. The
comparison tests were conducted between two methods in extraction process. The extracting instrument could
substitute magnetic starrer for the upside down rotary shaker. In addition, the extracting solvent and atmosphere
could also substitute phosphate water under normal temperature for buffer solution under 25°C. As a result of 3
replicate analysis of 4 fertilizer samples spiked with urea nitrogen at the range from 1.58 % to 39.96% (mass
fraction), the mean recovery of urea nitrogen was 98.7 % ~ 103.7 %. In the train of duplicate analysis per 5 days,
the repeatability and intermediate precision of urea nitrogen were 0.8 % ~ 2.9 % and 1.0 % ~ 5.2 %, respectively.
On the basis of 7 replicate measurements of urea nitrogen added to samples, the LOQ value was estimated 0.4 %.
These results demonstrated that this method was valid for the determination of urea nitrogen in urea and, complex

fertilizer containing urea and urea compounds.
Keywords  ureanitrogen, urease method, single-laboratory validation

(Research Report of Fertilizer, 10, 195~207, 2017)



