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Heparin Sodium
ANXYFRIIL

Add the following next to Description:

Identification Dissolve 1 mg each of Heparin Sodium and Heparin Sodium Reference Standard for
physicochemical test in 1 mL of water, and use these solutions as the sample solution and standard solution,
respectively. Perform the (est with 20 1 L cach of the sample solution and standard solution as directed under
Liquid Chromatography <2.01> according to the following conditions: the retention times for the major peak

from the sample solution and the standard solution are identical.

Operating conditions-
Detector. column, column temperature, mobile phase A, mobile phase B. flowing of the mobile

phase and [Tow rate: Proceed as directed under the operating conditions in Purity (6).

Svstem suitability-

System performance: Dissolve 1.0 mg of Heparin Sodium Reference Standard for physicochemical test in 0.60
mL of water. Dissolve 0.10 mg of Over-sulfated Chondroitin Sulfate Reference Standard in 0.20 mL of water.
Dissolve 1.0 mg of dermatan sulfate in 2.0 mL of water. To 90 2 L of the solution of Heparin Sodium Reference
Standard add 30 1 L cach of the solutions of over-sulfated chondroitin sulfatc and dermatan sulfate. and mix.
When the procedure is run with 20 12 L of the mixture under the above operating conditions, dermatan sulfate.
heparin and over-sulfated chondroitin sulfate are cluted in this order with the resolution between the peaks of
dermatan sulfate and heparin being not less than 1.0 and that between the peaks of heparin and over-sulfated

chondroitin sulfate being not less than 1.5.

Change the Purity (5) to read:
Purity (5) Over-sulfated Chondroitin Sulfate-Dissolve 20 mg of Heparin Sodium in 0.60 mL of a solution of
sodium 3-trimethylsilylpropionate-d, for nuclear magnetic resonance spectroscopy in heavy water for nuclear
magnetic resonance spectroscopy (1 in 10000). Determine the spectrum of this solution as directed under Nuclear
Magnetic Resonance Spectroscopy < 2.27> ('H) in accordance with the following conditions. using sodium
3-trimethylsilylpropionate-d, for nuclear magnetic resonance spectroscopy as an internal reference compound: it
exhibits no signal corresponding to N-acetyl proton of over-sulfated chondroitin sulfate at & 2.1540.02 ppm. or
the signal disappears when determining the spectrum of the sample solution as directed under 'H with
PC-decoupling.

Operation conditions-

Spectrometer: (1) FT-NMR, Not Iess than 400 MHz



Temperature: 25°C

Spinning: Off

Number of data points: 32,768

Spectral range: Signal of DHO % 6.0 ppm

Flip angle: 90°

Delay time: 20 seconds

Dummy scan: 4

Number of scans: S/N ratio of the signal of N-acetyl proton of heparin is not less than 1000

Window function: Exponential function (Line broadening factor = 0.2 Hz)

System suitability-

System performance: Dissolve 20 mg of Heparin Sodium Reference Standard for physicochemical test in 0.40
mL of a solution of sodium 3-trimethylsilylpropionate-d, for nuclear magnetic resonance spectroscopy in heavy
water for nuclear magnetic resonance spectroscopy (1 in 10000). Dissolve 0.10 mg of Over-sulfated Chondroitin
Sulfate Reference Standard in 1.0 mL of a solution of sodium 3-trimethylsilylpropionate-d, for nuclear magnetic
resonance spectroscopy in heavy water for nuclear magnetic resonance spectroscopy (1 in 10000). To the solution
of Heparin Sodium Reference Standard for physicochemical test add 0.2 mL of the solution of Over-sulfated
Chondroitin Sulfate Reference Standard. When determining the spectrum of this solution under the above
conditions. it exhibits the signal of N-acetyl proton of heparin and the signal of N-acetyl proton of over-sulfated

chondroitin sulfate at 0 2.04:0.02 ppm and 6 2.15 +0.02 ppm. respectively.

Add the following next to Purity (5)
Purity (6) Related substances- Dissolve 2.0 mg of Heparin Sodium in 0.1 mL of water. and perform the test with
exactly 20 1 L of this solution as directed under Liquid Chromatography - 2.0/ - according to the following

conditions: it exhibits no peaks after the heparin peak.

Operating conditions-

Detector: An ultraviolet absorption photometer (wavelength: 202 nm).

Column: A stainless steel column 2.0 mm in inside diameter and 7.5 cm in length. packed with
dicthylaminoethyl group bound to synthetic polymer for liquid chromatography (10 m in particle
diameter).

Column temperature: A constant temperature of about 35°C.

Mobile phase A: Dissolve 0.4 g of sodium dihydrogenphosphate dihydrate in 1000 mL of water and
adjust to a pH of 3.0 with diluted phosphoric acid (1 in 10).

Mobile phase B: Dissolve 0.4 g of sodium dihydrogenphosphate dihydrate and 106.4 g of lithium
perchlorate in 1000 mL of water and adjust to a pH of 3.0 with diluted phosphoric acid (1 in10).

Flowing of the mobile phase: Control the gradient by mixing the mobile phases A and B as directed

in the following table.



Time after injection of Mobile phase A Mobile phase B

sample (min) (vol%) (vol%)
0-3 90 ' 10
3-15 90—0 10—100

Flow rate: 0.2 mL per minute.
Time span of measurement: About 2 times as long as the retention time of heparin, beginning after

the solvent peak.

Svstem suitability-

Test for required detectability: Dissolve 10 mg of Heparin Sodium Reference Standard for physicochemical test
in 0.40 mL of water. and use this solution as the Heparin Sodium standard stock solution. Separately, dissolve 0.10
mg of Over-sulfated Chondroitin Sulfate Reference Standard in 020 mL of water, and use this solution as the
over-sulfated chondroitin sulfate standard solution. To 60 1 L of the Heparin Sodium standard stock solution add 3
u L of the over-sulfated chondroitin sulfate standard solution and 12 ;1 L of water, and mix. When the procedure is
run with 20 4 L of the mixture under the above operating conditions. it exhibits a peak for over-sulfated
chondroitin sulfate.

System performance: To 120 1 L of the Heparin Sodium standard stock solution add 30 1 L of the over-sulfated
chondroitin sulfate standard solution. mix and use this solution as the solution for system suitability test. When the
procedure is run with 20 ;2 L of the solution for system suitability test under the above operating conditions.
heparin and over-sulfated chondroitin sulfate are cluted in this order with the resolution between these peaks being
not less than 1.5,

System repeatability: When the test is repeated 6 times with 20 1 L of the solution for system suitability test
under the above operating conditions, the relative standard deviation of the peak arca of over-sulfated chondroitin

sulfate is not more than 2.0%.

Purity (7) Galactosamine- Dissolve 2.4 mg of Heparin Sodium in 1.0 mL of water and hydrochloric acid (7 : 5) .
and use this solution as the Heparin Sodium stock solution. Dissolve 8.0 mg of D-glucosamine hydrochloride in
water and hydrochloric acid (7 : 5) to make exactly 10 mL. Dissolve 8.0 mg of D-galactosamine hydrochloride in
water and hydrochloric acid (7 : 5) to make exactly 10 mL. To 99 volumes of the solution of D-glucosamine add 1
volume of the solution of D-galactosamine. and use this solution as the standard stock solution. Transfer 500 n L
cach of the Heparin Sodium stock solution and the standard stock solution to a glass-stoppered test tube. stopper
tightly. and heat at 100°C for 6 hours. After cooling to room temperature, evaporate 100 1 L each of the reaction
solutions to dryness. Add 50 1 L of methanol to each of the residues and evaporate to dryness at room temperature.

Dissolve each of the residues in 10 1 L of water, add 40 12 L of aminobenzoate derivatization TS, and heat at 80°C
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for 1 hour. After cooling to room temperature, evaporate the reaction solutions to dryness. Add 200 L each of
water and ethyl acetate to each of the residues, shake vigorously, and then centrifuge. After remove the upper
layers, add 200 4 L of ethyl acetate to each of the lower layers, shake vigorously, and then centrifuge. These lower
layers are used as the sample solution and standard solution. Perform the test with 54 L each of the sample
solution and standard solution as directed under Liquid Chromatography <2.01> according to the following
conditions: the peak area ratio of galactosamine to glucosamine of the sample solution is not larger than that of the

standard solution.

Operating conditions-
Detector: A fluorescence  photometer  (excitation  wavelength: 305 nm; emission
wavelength:360nm).
Column: A stainless steel column 4.6 mm in inside diameter and 15 cm in length, packed with
octadecylsilanized silica gel for liquid chromatography (3 2 m in particle diameter).
Column temperature: A constant temperature of about 45°C.
Mobile phase: To 100 mL of water and trifluoroacetic acid (1000 : 1) add 100 mL of

acctonitrile. Add 140 mL of the solution to 860 mL of water and trifluoroacetic acid (1000 -

1).

Flow rate: 1.0 mL per minute.

Time span of measurement: About 50 minutes after injected.

System suitability-

Test for required detectability: Dissolve 8.0 mg of D-mannosamine hydrochloride in 10 mL of water and V
hydrochloric acid (7 : 5). and use this solution as the mannosamine standard solution. Transfer 500 « Loof the
standard stock solution and the mannosamine standard solution (100 : 1) (o a glass-stoppered test tube, stopper
tightly, and heat at 100°C for 6 hours. After cooling this solution to room temperature. evaporate 100 2 L of the
reaction solution o dryness. Add 50 ;1 L of methanol to the residuc and evaporate to dryness at room temperature.
Dissolve the residuce in 10 2 L of water. add 40 12 L of the ethyl aminobenzoate derivatization TS, and heat at 80°C
for 1 hour. After cooling this solution to room temperature, evaporate the reaction solution to dryness. Add 200 1 L
cach of water and cthyl acetate to the residue. shake vigorously. and then centrifuge. After remove the upper layer,
add 200 2 L of ethyl acetate to the lower layer. shake vigorously. and then centrifuge. The lower layer is used as the
solution for system suitability test. When the procedure is run with 5 2 L of the solution for system suitability test
under the above operating conditions. the ratio of the peak arca of galactosamine to that of glucosamine is 0.7 —
2.0%.

System performance: When the procedure is run with 5 2 L of the solution for system suitability test under the
above operating conditions, glucosamine, mannosamine and galactosamine are eluted in this order with the
resolution cach between the peaks of glucosamine and mannosamine and between the peaks of mannosamine and

galactosamine being not less than 1.5.
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System repeatability: When the test is repeated 6 times with 5 u L of the solution for system suitability test
under the above operating conditions, the relative standard deviation of the ratio of the peak area of galactosamine

to that of glucosamine is not more than 4.0%.



Heparin Calcium
~NRY DALY L

Change the Identification (2) to Identification (3) and add the following next to Identification (1)

Identification (2) Dissolve 1 mg each of Heparin Calcium and Heparin Sodium Reference Standard for
physicochemical test in 1 mL of water, and use these solutions as the sample solution and standard solution,
respectively. Perform the test with 20 z L each of the sample solution and standard solution as directed under
Liquid Chromatography <2.0/> according to the following conditions: the retention times for the major peak

from the sample solution and the standard solution are identical.

Operating conditions-
Detector. column, column temperature, mobile phase A, mobile phase B, flowing of the mobile

phase and flow rate: Proceed as directed under the operating conditions in Purity (9).

Svstent suitability-

System performance: Dissolve 1.0 mg of Heparin Sodium Reference Standard for physicochemical test in 0.60
mL of water. Dissolve 0.10 mg of Over-sulfated Chondroitin Sulfate Reference Standard in 0.20 mL of water
Dissolve 1.0 mg of dermatan sulfate in 2.0 mL of water. To 90 ¢ L of the solution of Heparin Sodium Reference
Standard add 30 1 L cach of the solutions of Over-sulfated Chondroitin Sulfate Reference Standard and dermatan
sulfate, and mix. When the procedure is run with 20 ;2 L of the mixture under the above operating conditions.
dermatan sulfate. heparin and over-sulfated chondroitin sulfate are cluted in this order with the resolution between
the peaks of dermatan sulfate and heparin being not less than 1.0 and that between the peaks of heparin and

over-sulfated chondroitin sulfate being not less than 1.5

Change the Purity (8) to read:

Purity (8) Over-sulfated Chondroitin Sulfate-Dissolve 20 mg of Heparin Calcium in 0.60 mL of a solution of
sodium 3-trimethylsilylpropionate-d, for nuclear magnetic resonance spectroscopy in heavy water for nuclear
magnetic resonance spectroscopy (1 in 10000). Determine the spectrum of this solution as directed under Nuclear
Magnetic Resonance Spectroscopy <2.27> (‘H) in accordance with the following conditions. using sodium
3-trimethylsilylpropionate-d, for nuclear magnetic resonance spectroscopy as an internal reference compound: it
exhibits no signal corresponding to N-acetyl proton of over-sulfated chondroitin sulfate at o 2.18+0.05 ppm. or
the signal disappears when determining the spectrum of the sample solution as directed under 'H with

"C-decoupling,

Operating conditions-
Spectrometer: (1) FT-NMR, Not less than 400 MHz
Temperature: 25°C

Spinning: Off



Number of data points: 32,768

Spectral range: Signal of DHO + 6.0 ppm

Flip angle: 90°

Delay time: 20 seconds

Dummy scan: 4

Number of scans: S/N ratio of the signal of N-acetyl proton of heparin is not less than 1000

Window function: Exponential function (Line broadening factor = 0.2 Hz)

System suitability-

System performance: Dissolve 20 mg of Heparin Calcium in 040 mL of a solution of sodium
3-trimethylsilylpropionate-d, for nuclear magnetic resonance spectroscopy in heavy water for nuclear magnetic
resonance spectroscopy (1 in 10000). Dissolve 0.10 mg of Over-sulfated Chondroitin Sulfate Reference Standard
in 1.0 mL of a solution of sodium 3-trimethylsilylpropionate-d; for nuclear magnetic resonance spectroscopy in
heavy water for nuclear magnetic resonance spectroscopy (1 in 10000). To the solution of lieparin calcium add
0.20 mL of the solution of Over-sulfated Chondroitin Sulfate Reference Standard. When determining the spectrum
of this solution under the above conditions. it exhibits the signal of N-acctyl proton of heparin and the signal of

N-acetyl proton of over-sulfated chondroitin sulfatc at 0 2.04:40.02 ppm and 6 2.18-+0.05 ppm. réspcctiwl}:

Add the following next to Purity (8)
Purity (9) Related substances- Dissolve 2.0 mg of Heparin Calcium in 0.1 mL of water, and perform the test with
exactly 20 ;L of this solution as directed under Liquid Chromatography < 2.0/> according to the following

conditions: it exhibits no peaks after the heparin peak.

Operation conditions-

Detector: An ultraviolet absorption photometer (wavelength: 202 nm).

Column: A stainless steel column 2.0 mm in inside diameter and 7.5 cm in length. packed with
dicthylaminocthyl group bound to synthetic polymer for liquid chromatography (10 ;2 m in particle
diameter).

Column temperature: A constant temperaturc of about 35°C.

Mobile phase A: Dissolve 0.4 g of sodium dihydrogenphosphate dihydrate in 1000 mL of water and
adjust to a pH of 3.0 with diluted phosphoric acid (1 in 10),

Mobile phase B: Dissolve 0.4 g of sodium dihydrogenphosphate dihydrate and 106.4 g of lithium
perchlorate in 1000 mL of water and adjust to a pH of 3.0 with diluted phosphoric acid (1 in10).

Flowing of the mobile phase: Control the gradient by mixing the mobile phases A and B as directed

in the following table.



Time after injection of Mobile phase A Mobile phase B

sample (min) (vol%) (vol%)
0-3 90 10
3-15 90—0 10—100

Flow rate: 0.2 mL per minute.
Time span of measurement: About 2 times as long as the retention time of heparin, beginning after

the solvent peak.

Systent suitability-

Test for required detectability: Dissolve 10 mg of Heparin Sodium Reference Standard for physicochemical test
in 0.40 mL of water, and use this solution as the Heparin Sodium standard stock solution. Separately. dissolve 0.10
mg ol Over-sulfated Chondroitin Sulfate Reference Standard in 0.20 mL of water, and use this solution as the
over-sulfated chondroitin sulfate standard solution. To 60 ;1 L of the Heparin Sodium standard stock solution add 3
1 L of the over-sulfated chondroitin sulfate standard solution and 12 ;2 L of water, and mix. When the procedure is
run with 20 2 L of the mixture under the above operating conditions, it exhibits an over-sulfated chondroitin sulfate
peak. '

System performance: To 120 p L of the Heparin Sodium standard stock solution add 30 ;L of the
over-sulfated chondroitin sulfate standard solution. mix and use this solution as the solution for system suitability
test. When the procedure is run with 20 ;2 L of the solution for system suitability test under the above operating
conditions. heparin and over-sulfated chondroitin sulfate are cluted in this order with the resolution between these
peaks being not less than 1.5.

System repeatability: When the test is repeated 6 times with 20 1 L of the solution for system suttability test
under the above operating conditions. the relative standard deviation of the peak arca of over-sulfated chondroitin

sulfate is not more than 2.0%.

9.01 Reference Standards

Change the following to read:

Over-sulfated Chondroitin Sulfate Reference Standard: Identification. Purity

Add the following:

Heparin Sodium Reference Standard for physicochemical test: Identification. Purity



9.41 Reagents, Test Solutions

Add the following:
Aminobenzoate derivatization TS Dissolve 280 mg of ethyl aminobenzoate in 600 1 L of methanol by heating

at about 50°C, and add 170 1 L of acetic acid and 145 u L of borane-pyridine complex.

Lithium perchlorate LiCIO; White, crystals or crystalline powder.

Content: not less than 98%. Assay - Accurately weigh about 0.2 g of lithium perchilorate, dissolve in 30 mL of
water. Transfer the solution to a chromatographic column, prepared by pouring about 25 mL of strongly acidic
ion-exchange resin (H type) for column chromatography into a chromatographic tube about 11 mm in inside
diameter and about 300 mm in height (after adding 200 mL of 1mol/L hydrochloride TS and flowing at a flow rate
of 3-4 mL per minute, wash the chromatographic column with water until the color of the rinse water changes to
yellowish red when adding methyl orange TS to the cluate), and flow at a flow rate of 3-4 mL per minute. Then,
wash the column with about 30 mL of water at a flow rate of 3-4 mL per minute 5 times. Combine the rinse water
and the cluate, and titrate <2.50> with 0.1 mol/L sodium hydroxide VS  (indicator: 3 drops of bromothymeol bluc

TS). Perform a blank determination. and make any necessary correction.
Each mL of 0.1 mol/L sodium hydroxide VS = 10.64 mg LiClO,

D-Galactosamine hydrochloride C;H;3NOs'HCl - White. powder. Melting point: about 180°C (decomposition).
Optical rotation <2.49> [u) 271 490 - +97° (1 g, water, 100 mL, 100 mm).

D-Glucosamine hydrochloride C,H;;NOs-HCl  White, crystals or crystalline powder.
Content: not less than 98%. Assay - Accurately weigh about 0.4 g of D-Glucosamine hydrochloride, dissolve in 50
mL of water, add 5 mL of diluted nitric acid (1 in 3) and titrate <2.50> with 0.1 mol/L, silver nitrate VS

(potentiometric titration).
Each mL of 0.1 mol/L silver nitrate VS = 21.56 mg C¢H, :NO5-HCl
Calcium acetate monohydrate  (CH;CO0)-Ca'H-O [K8364, Special class]

Dermatan sulfate  Dermatan sulfate is mucopolysaccharide purified from the skin and small intestines of pigs by
alkaline extraction. followed by digestion with protease and fractionation by alcohol. When cellulose acetate
membrane clectrophoresis of dermatan sulfate is performed and the membrane is stained in a toluidine blue O

solution (1 in 200), a single band appears.

Operation conditions of cellulose acetate membrane electrophoresis -

Cellulose acetate membrane: 6 cm in width and 10 cm in length

9



Mobile phase: Dissolve 52.85 g of calcium acetate monohydrate in water to make 1000 mL.

Run time: 3 hours (1.0 mA/cm)
Borane-pyridine complex CsHgBN
Content: not less than 80%. Assay - Accurately weigh about 30 mg of borane-pyridine complex, dissolve in 40
mL of 0.05 mol/L iodine solution, add 10 mL of diluted sulfuric acid (1 in 6), and titrate <2.50> with 0.1 mol/L
sodium thiosulfate VS (indicator: starch TS). Perform a blank determination, and make any necessary correction.

Each mL of 0.1 mol/L sodium thiosulfate VS = 1.549 mg C;HsBN

D-Mannosamine hydrochloride C;H;:NOs'HC1  White, powder. Melting point: about 168°C {decomposition).
Optical rotation <2.49> (g g’: -4.2 --3.2° (0.4 g, water, 20 mL, 100 mm).

10
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#AE LT 100°CT 6 MBS 5. Z il aiﬁ%%L,umuL%kw,nhumré.%
MW ALZ /=50 uL #MA, RECTHWELZNT S, EWAK 10 b LIZENL, 73 0%
BAERAERIEAIN 10 pL 2MZ, 80CT LTS, Z ol ARk ETHRL, WEH
T H. BRI, KIEOWEEESF L 200 4 LA fﬂ)m/\_, tﬁl U< RY, S04 s. s
SL, TR HE R L 200 L A, ML< Hk DR, mOEE L, FhA S 25T Al
PERAS I E T4, oW 5 pLizo, l"uu Uil x, Ao or—
’/m Wil o097 Moo —r miioktit, 0 T~2.0%TH 5.
T ADOVERE © AT il PR nrk‘*'ff“mm{h Sullz o, EofbCclBtTob s, Yooy
. *J RV ROHT 7 "I OCER L, Zvad by I Uy )
ST M D4 A IEN LB TR S
VAT KOPEHE AT 2Ol GYERBRINER 5 1 20X, LA ORI A 6 [l e X

T3t I D=2 AT T 2 NS 2 fiR O Lo M VEHEE ARG 20 4 0% T d 4
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NINY AN L

B EHRFALXER G ERGEREANINY AN I LADRBEZABRDIEL (2)F(3)EL. (1)DLI=
KDk FICHE B,
HERHER () ARDBLOFCZAPA~ ) 2 R U o AES | ng To%K 1 nl I L, SENAR
KOBEHER & 5. BPNEIE R OREHERR 20 uL To%2 L1, ;k@%%{f%:*cifﬁzﬁw o k 7‘974 —
/2 0]> WX aTT ) L&, RN OWEHES W S 57 £ B — 27 ORI Ly,
f‘}\ 1\{/
fM‘x?S, AT 5 AT LEE, B A, BB, BEE OB O TR AR (6) o
FEa AT 5.
VZ%AWQW
AT LAOPEE LSRR T~ XY o N U AREHERL 10 me A UK 0. 60 mLAZ A LI 90 4L,
1 i e {E:I VR m A R S 0. 10 mg 2K 0. 20 mL (2 Hs L7= i 30 uLl O v 2 R
M 270 1.0 mg &K 2.0 mL AZEED L7Zif2 30 pL 2R3 4. 2020 pLizox, Fio
':”/if{’f‘*(f&"’f’l”’ Fol&, T~ i A, ~o%Y ) i by Rag 7“‘/(5{?‘3""@1!}'“
L, T e & il 2T L b oo O AYEEIE L T O U VA IS oLl L L A=
AT RO L5 LT B

F1TBEHIEALRGERBERNINY 2B LDEEARDIED (8) F. KDL S5/1-2%8 35,

il EEEAER (8) irﬁ‘éﬁr‘fﬁﬁ@ﬂ:?‘/ N f > mf é»m; 20 mg A AERE I R AT B LE 3= R Y AF L
Uov 7w e ) 2wl S AL oL E I R (1— 10000) 0. 60 mL \Z A,
IO E, 3= R Y AT U T A VS N Y A=d, 2N :4@’;’ &L TR A R~y
MoallEE 220 ik, o I e fnm 400 Mz DL ook (1) 2 HIv < 2 eE 44 & X,
0 2. 1820, 05 ppm {2 38 fifi i fLJ i f w0y A /ﬁ’ f‘/l Sioike AL ) I dBah Tu, w
VAR S Xy ;’Hi!ziz YCHRT D o) UTINEY S & O L T

xrfi\‘.?f{ J

A
ki) ?»4 2, 768
AL L l;] () c/,;s\‘/yw—}*/b 2T 6.0 ppm
AV S T |
é%*l") qu/[ s JL /\{\51 W5 - 20 Fb
S g B T
ﬁ‘fi o [nm: A~ ) PONT RTINSO T T D@ SN FEAY 1000 BLETE S R A R
DA RO R (Line broadening Factor = 0.2 Hz)
CAT LG |
TAT LOPERE ¢ A 20 mg ARG A BOLIIGEIT 3= B U AT LS UL o A L -

U7 I=d, OBEREAIENG A~y sV IE THEOK I (1-10000) 0,40 mL 20> Ui, e

fbm e N oA P RS, 0. 10 mg A RERE AN A~y R LI 3= ) AF Lo Y7 m

A LS N U U L-d, ORRBE G HE AL ForE KRR (1—10000) 1.0 mL 12 L

20 mL ZMA D, ZOWIZoE, LRORMICHRET S L&, §2.0440.02 ppmiz~sSY o
VTR F ST D7 r, LU0 2. 1840, 05 ppm \CTEE L2 FoA F U it A
THFIC AT A S LA D B
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FAfERIFAFXEEGEEGZERANINY AN D LDEEGRIZ. DBEMZ B,

PERRO BERYWE AH2.0mg Z/K0 I nLiZENLZE20 pL #TEREIZE D, RO TkiLY
Bw NI T 4= (20D ZEVRBREIT) L&, ~RX) o DE— I UBIZE— 2 BB,
AR SR
FRHER - AR MEILE © 202 nm)
BTh HNE20m BXT75mDAT U LRAEIZI0 undiikra~ 57 4 —HYxF L
?‘/t%w}%ﬁébté&%ﬁ?%ﬁfnfé
777l>»{rm ?ROCH‘LO) E?tmﬁr
BWFEA - U Ul ZKFEF N Y T A TKF 0.4 ¢ 27K 1000 mL IZEEA L, DU U (1—10) %
A2 T pH3. 0 (2 ik 5.
FEAE B« U Sl KRBT MU A TOKF 0.4 g ROGEIE SRR U 7 A 1064 ¢ 27K 1000 nl 17
%mb,amﬁu/ruﬂw>wz1mwo_wﬂ¢5
MO - B A L OB B ORA T2 D X 517088 2 C il ie it k- %

TEN% O Bahft A BB

(57 (vol%) (vol%)
0~3 90 10
3~15 90 — 0 10 — 100

JEhT s fiE4Y 0.2 ml

HERIH - RO B OB~ L OARFH R O 2 {5 O i

AT LG

it oo sll - B i~ Y o Y A { R 10 mg %4 /}x 0 A0 mL 128 LT~ v b
Voo SEEERGE &S DN ko R T e e e s A K020 ml AT L
ﬁmﬁ&v/buff/mWW1mm&Jé NNJVT\UWAW?WWGMw,@M@MH

*i”[,/;{f 20 pLiZo&, o FRrECcig

"’3'{") & i‘:l/, ]l';’gﬁ(i’nf‘ifz.f g = f i
AT WOPERE - ~oR U ‘/‘}‘ MU LEEAERTE 120 u L ullﬁ})fim {2 o Ry A o /fm!ﬁi ki 30
pLaimu, AT NEa YA EE - A 2o 20l b"/)?\, S (M7AF-3 o "5"‘“”1?”"?%‘3
L&, AN s, IR s R v A T W OO L - é/) FElEY 1‘ 1 )U ETd
VAT LD PRUE AT Ll 'F!nx&!!,ﬂ Higiti 20 pLiz > &, % Uy 6y ;u} L
XM by FoaAd F o filEo 2 — 2 ik ol PR Ay ,‘ 2.0 %L ¢,
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9.01 R#ER

FABHREAXRRGLERR—MRAGRE 9. 01 BEZDE (1) DEBHEIET > FOA F o HHIEES
F. KDL SICHDB,

BRBAET Y PO FORBIRER  FeRR, MR
B BHIEAXES L ERER—RABRE I 01 EEEDE (1) DBEIZ, XDEEMZ B,
BAEPHEBRAANNY 7 MU DLEER i, ML

9.41 HAZE - Hi&

FFEHEALER S —RARLEDY 9. 41 FE - HABZDEIZ. XDFEME B,

T2/ RREBBEMIEEE L LEEN T L 280 mg IZ A X L 600 p L A 9 50°CIT
MR U TEH L, B 170 p L HOVR T - DUk 145yl s 5.

BIEFEEE Y FO L LiClo, [IaofsES OISO m kT h 5.

D O8GLL B i ALY 0.2 g AR Y, K 30 mL [T L, oAb (BT 711
b7 = A A 7SS () 925 ml A2 NEFI 1 mm, X 30 em D v S5
A~ AL, Tmol/L Maleskits 200 ml, % 4 1 4318 Hf I~Aml OFEHCHEH X714, KA
T AT A L D3 A M2 T b D B D VT A 7 CHR Y LBV LT L 7 1,

P

D) AZAR, 1 OFIIE 3~ 4 ml PR THINT S BUZKRE 30 mL AT 1A 34 ml, &R C 5 |

D Rl A WA G Ao, 001 mol /L AREE(L T U LG S (B REE . T a LT

=it 3 W) . IR Sk i kB A AT, e S
0.1 mol/L KA B U 74 1 ml =10.64 mg LiC10,
D-HS9 b ERIE CHNO - HCL IO ETHS . d@ll - % 180°C i) .

WeSere (2 19 Ea]"ﬁj: +90 ~ 97 (1g, A, 100ml, 100mm).

D-FILay = UiEEE CHLNO, - HCYL B oy aissittom kich 2
GH9SWLL b R ARG 004 g AT Y, K 50mL vzx“f;;’»t, WD il (1—3) 5 ml

A, 0.1 mol/L ARSI Gl T 4 CRENAT i i 1)
0.1 mol./L ffEER 1wl = 21.56 mg  CJH,NO, - HCI

BEBE AL S0 Li—IKFY  (CH,C00) .Ca - 1,0 [K8364, F5#%]

TIUREVBEBIRATIV 7 27 2N 2 7 v D%, 7o F 7 —E il L Fobz— 4y
HIFANRSIE & BN 4*‘* R S R G e M CEAKEN A ATV, R A DT—0 il (1—

200) Zjr L Cifadn b &, B - RTHA.
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TEETE Rk Eh S
TAR—ATETF— FME @6 cm X X 10 em
FENE B DL 7 A KFN) 52. 85g 2 AKIZYEAN L, 1000mL &3 5%
ViCHhEFRT ¢ 3 BFREI (1.0 mA/cm)

RSU-EYDU8E CHBN &R80%LIE.  ERME  AM 30 mg ZHBIZHDY, 0.05 mol/L 3 v
VR 40 mLZiE L, iR (1—6) 1 ZMA, 0.1 moL/L F AT U o A CHEST S

Rl . 7 o7 VR . RHED TETERM 2T OVEIET 5.
0.1 molL/L FAW/EF MY 7 A1 nL=1.549 mg CHBN
D-= 2/ Y2 UBHMIE CHLNO, - HCL AROMETSHL L. @i £ 168°C (5fi).

VEIE (249 (o)) :-4.2~-3.2° (0.4 g 7K, 20 nL, 100 mm).
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