MILITARY SPECIFICATION

MIL.-N-3399B
14 MAY 1962
SUPERSEDING

MIL-N-33984A
16 JANUARY 1958

2.NITRODIPHENYLAMINE

This specificetion hes been gpproved by the Dcpartment of Defenee and

mandatory for use by the Departments of

1. SCOPE

1.1 This specificetion covers one type of
9.Nitrodiphenylamine suitable for use in the
manufacture of propellants.

1.2 Clossi8estion, The 2-Nitrodiphenyle-
mine shall be in the following forms as
specified (see 6.1) :

Flake furm

Powder form
2, APPLICARLE DOCUMENTS

2.1 The following documents of the issue
in effect on date of invitation for bids form &
part of this specification to the extent speci-
fied herein, '

SPECIFICATIONS
FEDERAL
Uu-S-48 — Sacks, Shipping, Pa-
per.
UU-P-236 — Paper, Filtering.
PPP-B-621 .— Boxes, Wood, Neiled

and Lock-Corner.
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the Army, the Navy, and the Air Force.

PPP-B-636 — Boxes, Fiber.

STANDARDS
MILITARY

MIL-STD-105 — Sampling Procedures
and Tables for In-
gpeclion by Attri-
butes. .

MIL-STD-109 — Inspection Terms and !’

: Definitions.

MIL-STD-129 — Marking for Ship-

ment and Storage.

MIL-STD-286 — Propellants, Samp'-
ing, Inapection and

Testing.
PUBLICATIONS
ORDNANCE CORPS
ORD-M- — Procedures eng
608-11 Tabies for Continu-,

‘ous Sampling by
Attributes.

(Copies of specifications, standards, drawings and
publications required by contrsctors in connection
with specific procurement functions ahould be ob-
tained from the procuring sctivity or ss directad
by the contracting officer.)

-
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2.2 The following documents form & part
of this specification to the extent specified
herein. Unleas otherwise indicated, the issne
in effect on date of invitulion foy bide shell
apply.

CONSULIDATLY CLASSIFICATION COMMITTED

PUBLIGATION
Connsolidated Freight Ch«ssiﬁt‘atinn Rat-
ings, Rules, and Regulativns,

(Application for copies should he sddremsed W
Consolidated Classification Commitier, 202 Chicnga
Union Station, Chirago G, llinois)

AMERICAN TRUCKING ASSOCIATION

National Motor Freight Classification,
Rules and Container Regulations.
(Application for copics showid be sddressed to

the National Classification Board, 1424 Sixtcenth
Street. N. W., Washington 6, D C)

3. REQUIREMENTS

8.1 Chemical and physical properties. The
chemica! und physical properties o! the 2.
nitrodiphenylamine shall conform to the
limits specified in table 1.

TasLe 1. Chemical and Physical Propertice

- Teate Requirementa
Sol‘idiﬁcllion point, Degrec Centi-
grade (*C), minimum (min.) ... 73.0
Purity, pereent, (min.) .. ... e a7h
Volatile matter, percent. maximum
CIBX.) tovrarernenrsanrrirarsrnsrs sorpnisesstsnon 0.6
Materia! nscluble n U5 pereent
cthyl nicohol, percent, max, 0.2
Ash. percent, max. .. 0.1
pH Value ..ooneranens 5.0 t0 7.0
0.003

Acidity, percent, msx. ...

3.2 Workmanghip. The standard of worh-
mansnip shali be such as to insure the pro-
duction of material meeting the require-
ments of this specification., The 2-nitrodi-
phenylamine shall be free from grit and
extraneous foreign material such as sticks,
straws, sand and other visible impurities,

4. QUALITY ASSURANCE PROVISIONS

)
-

-

41 Gencral quality assurance provisions.
The supplier ix responsible for the perform-
anece of &)1 inwpection requirements as speci-
fied herein. Exrent ns otherwise specified, the
supplier mav utilize his cwm or any other
inspection facilitica and services acceptable
;0 the Covernraent. Inspection records of the
examinttione und stz shall be kept com-
plete and available to the Government as
specificc in the contract or order. The Gnv-
ernment reserves the right to perform any
of *he inspeclions set forih in the specifica-
‘jon where such inspections are deemed
necessary to assure supplies and services
conform to prescribed requirements. Refer-
¢nce shall be made to Standard MIL-STD-
106 in order to define the terms used herein.
Inspection shal)l be performed in accordance
with this specification and other specifica-
tions referenced in any of the contractual
dncuments,

4.1.1 Contractor quality ossurence system.
1f the contractor desires to utilize & quality
assurance svstem, which is at variance with
the qualhity assurance provisions of 4.2 and
4.3 and other documents referenced herein.
he shali submit a writtern description of the
svstem 10 the coniracting officer for approva!
prior te initiation of production. It shall in-
clude a descripiion covering controls for lot
formation and identification, inspectiona to
be performed, inspection stations, sampling
pracedures, methods of inspection, (measur-
ing and testing equipment), and provisions
for control and disposition of non-confarm-
ing material, The written description will be
considered accepiable when, as a minimum,
i1 provides the quality assurance provisions
reguired by the provisions of 4.2 and 4.2 ard
the other documents referenced herein. The
contractor shall not be restricted to the in-
spectior: station or the method of inspection
listed ir this specification provided that an
eguivalent contro! is included in the ap-
proved quality assurance procedure. 1In cases
of dispute as to whether certain ‘procedures
of the contractor’s aystem provide equal as-
surance, the comparable procedure of this
specification shall apply. The contractor shall
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notify the Government of, and obtiain ap-
proval for, any changes to the written pro-
cedure that affects the degree of assurance
required by this specification or other docu.
ments referenced herein.

4.1.2 Submission of product, At the timg
the completed Jot of product is submitted to
the Government for acceptance, the contrac-
tor shall supply the following information
accompanied by a certificate which attests
that the information provided is correct and
applicable to the product submitted:

(a) A statement thai the lot complies
with all quality assurance provi-
sions of the approved current
written description of the sys-
tem.

(b) Quantity of product inspected.

(¢) Results obtained for all inspection
performed.

(d} Specification number snc date, to-
gether with an identification and
date of changes.

(e) Certificates of analysis on al] mate-
rial procured directly by the con-
tractor when such material is
covered by referenced Govern-
ment specification.

(f) Quantity of product in the lot.
(g) Date submitted.

The certificate shall be signed by
a responsible agent of the certi-
fving organization. The initial
certificate submitied shall be
substantiated by evidence of the
agent's authority to bind his
principal, Substantiation of the
agent’'s authority will not be re-
quired with subsequent certifi-
cates unless, during the course of
the contract, this authority is
vested in another ugent of the
certifying organization.

4.1.3 Government verification. Using the

Source: http://lwww.assistdocs.com -- Downloaded: 2013-11-11712:49Z

1
contractor's written quality assurance pu"
cedure (see 4.1.1), this detailed specificatior .
and other contractual documenta as a guids
the Government inspector shall verify »
quality assurance operations performed !
the contractor. Verification shall be in ...
cordance with a or b as applicable, the
cision being the responsibility of the procu:
ing activity. In cither case, the inspecto
shall also ascertain, prior to acceptance, tha '
4ll quality assurance provisions of othe
specifications“referenced in any of the con
tractual documents have Loeen complied with:
Deviations from prescribed or agreed upn:
procedures discovered by the Government
spector shsll be brought to the attention «
the supplier. Disposition of the produc: an:
remedial action shall be as directed by the
Government inspector and, depending on th
nature of the deviation, may consist of lo
rejection, screening, re-sampling, re-instrucy '
tion of the supplier's empioyees, or otho'l’
appropriate action:

(a) Verification ai the point of mant
faciure shall be accomplished &
unscheduled intervals in accord
ance with 4.1.3.) and 4.1.8.2.

(b} Verification at the point of delivery -
shall be in accordance witl
4.1.3.2.

4.1.3.1 Survcillance, Surveillance shall i
clude. but is not limited to: :

(a)} Observation of procedures concer: '
ing Jot formation and identifics:
tion.

(b) Observaiion of sampling proce-
dures ‘and application of accep:-
ance criteria.

(c} Determination that all required e» ‘['
aminations and tests are per
formed in accordance with the
prescribed procedures of thie
specification, or approved equiva-
lents thereto.

(d) Review of procedures for contro:
and disposition of non-conform. -
ing material,

Check the source to verify that this is the current version before use.
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4.1.3.2 Product inspection. Product inspec-
tion shall consist of Government inspection
of product which has been previously in-
spected by the contractor and found to meet
the quality asgurance provisions of tms
specification. The inspection by the Govern-
ment shall be performed in order Lo deter-
mine that the product is of the quality ve-
quired by this specification and that the con-
tractar's records are reliable.

4.2 Lospection provisions,

4.2.1 Lot jormation. A lot shall consist of
2 . Nitrodiphenylamine from one or more
batches and from one manufacturer, in ac-
cordance with the same specification, or same

Coateparsee Dafoeate

Critieal: None defined.

specification  revision, under onc set of

operating conditions. Each batch shall con-
sist of that quantity of 2-Nitrodiphenylamine
that has been subjected to the same unit
chemizal or physiesl process intended o
make the fina! product homogeneous.

4.2.2 Eromination. Sampling plans and
procedurcs of the following classification of
defects shall be in accordance with Standard
MI1~STD-105. Continuous sampling plans,
in accordance with Handbook ORD-M608&-11
may be vsed if approved by the procuring
activity.

4.2.2.1 Waaden boxr or fiherboard carton
prior to closing ('scc 5.2.1 or 5.2.2).

Method of mapaction

Major: . AQL 0.65 percent

1M. Liner pierced or torn
102, Liner improperly closed ..

Visual
Visual

Minor: AQIL 1.00 percent

201. Type of hiner ineorrect . oo

N
]
>
LE)
n

Ceateporice Defeota

Critical; None defined.

Major: AQL 1.B0 percent

101. Gruas weight, (max.) .. ...

coied wooden packing bex fsec §.2.7).

Method 0! iwapection

Approved scale

102. Rox dumaged . Vieual

108. Top improperly rssembled ... Visual
Major:

104, Marking (identification) incorrastl .. o wme e Visual

100, Strapping missing, DIOKCH uf 100K i Visual-Manual
Minor, AQL 4.00 pcreent

201, Nail protruding ... . o e s s Visual

202, Marking (identification) missing or Negible Visual

203. DOD symhal missing or illegible ... Visual

Visual-Manuai

20i. Strupping improperly wssembled

4.2.2.3 Scaled jiberboard carton (sec 5.2.2).
Categores Dfl;'clt

Critical; None defined.

Mcthod of inapcction

Major: AQL 1.00 percent

101. Gross weight, max. . ... ..on
102, Asscmbly torn or pierced . ...
103. Marking (identification) incorr
104. Strapping missing, broken or Joose ... .. ...

oet

Vorepaeresseseiantisaes s anase Appriwed scale

Viaual
Vieual
Visual-Manuoal
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Minor:

4.2.3 Testing,

4.2.3.1 Sampling by lot. A random sample

of 10 centainers shall be selected from each
lot. When lots are comprised of 10 containers
or less, each container shall be sampled.

4.2.3.2 Preparation of composite. A 1.0
= .2 ounce primary sample of 2-nitrodi-
phenylamine shall be removed from each of
the ten containers in order to equal ten
ounces, 1f there are less than 10 containers,
equal primary samples in sufficient quantity
to equal 10 ounces, shall be removed from
each container. The individual primary sam-
ples shal! then be combined in order te form
a homogeneous composite sampie of 10
ounces and subjected to thé tests specified in
4.3. If the composite sample fails to comply
with any of the requirements specified, the
lot shall be rejected.

4.3 Test methods and procedures.

4.3.1 Dctermination of solidification point.
‘I'he determination shall he conducted as fol-
lows: Melt a2 specimen of approximately 50
grams (gm.) in a covered 250 milliliter
{ml.) beaker by immersing the beaker in a
water bath a1 90° to 95¢ C. for 15 minutes.
Fill the inner tube of the solidification point
apparatus shown on figure 1 to within one
&nd one-half inches of the top with the
molten 2-nitrodiphenylamine. Insert the stir-
rer and thermometer in the tube und place
the tube and contents in & water bath at
86° to 90° C. for five minutes, Remove the
tube from the water bath and place in the
apparatus, Stir the molten material constant-
ly making approximately one up and down
motion of the stirrer per second. Using a 76
millimeter partial immersion thermometer
number American Standard Testing Method
93 C. with a range of 60° — 90° C. record

Source: http:/iwww.assistdocs.com -- Downloaded: 2013-11-11712:49Z
- Check the source to verify thal this is the current version before use, o

MIL~N-3399B

AWL 4.UU percent

201. Stitchet missing or loose ... ...
202 Marking (identification) mxssmf: or Allepblo
203. DOD symbol misaing or illegible ... .
204. Strapping improperly assembled

Visua)
Visua)
Visual
Visual-Manual

the temperature of the molten material every
30 seconds until solidification begins 8s in-
dicated by the temperature of the samples
rising after reaching a minimum. Continue
the stirring - unti] the temperature reaches
a maximum.

4.3.2 Dctermination of puriiy. Either of
the following methods may be used. In case
of doubt or dispute, the titanous chloride
buffer method shall be used.

4.3.2.1 Titanour chloride buffer method.
The 2-nitrodiphenylamine shall be deter-
mined in accordance with Standerd MIL
STD-286, Method 218.2 except & specimen
weighing .20 = 0.01 ‘gm., shall be quantits-
tively transferred to 500 ml. carbon dioxide
titration flask in paragraph 5.6.

4.3.2.2 Bromination method. The 2-nitro-
diphcnylamine shall be determined in ac.
cordance with Standard MIL-STD-286,
Method 218.1 (starting at paragraph 5.6)
except an accurately weighed specimen of
approximately 0.085 to 0.10 gm. shall be
transferred to a 250 ml. glass stoppered
jodine flask, 25 m! of chloroform shall be
added and the sample allowed to dissolve.
Sixty ml. of glacial acetic acid followed by
exactly 10 ml. of 0.5 Normal (N) potassium
bromide-bromate solution shall be added.

4.3.3 Determination of volatile matter. The
determination shall be conducted as follows:
Transfer an accurately weighed specimen of
approximately. 10 gm. to an evaporating
dish heving a capacity of about 80 ml. and
a diameter of approximately 60 millimeters
(mm.), Accurately weigh the dish and con-
tents, then place in an oven at 100° to 106"
C. for 8 hours. Cool the dish and contents
in a desiccator and reweigh. Calculate the
loss in weight as percent volatile matter in
the specimen.
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4.3.4 Determination of materal ngoiuble
in 95 percent ethyl aleohol. The determing-
tion shall be conducted as foliows: Transfer
« weighed ‘specimen of about 10 gm. to a
250 ml. beaker, Add 200 m), of approximate-
iv 65 percent ethyi alcohol and stir until the

- 2.pitrodiphenylamine dissolves. Heat on 8

sieum batk if necessary in order to nid sulu-
-ion of the specimen. Filter the soluiion
through a tared filtering crucible, being care-
ful to transfer any insoluble residue to the
crucibie by means of & siream of alcohol
Wash crucible and contents five times with
10 ml. partions of hat alcohol. Dry the cruci-
ble and contents in an oven at 100° to 105°
C. for 14 hour; cool in a desiccator and
weigh. Caleulate the gain in weight as per-
cent material insoluble in 95 percent ethyl
alcohel. In case of an abnormally high result,
run o blank on the alcohol used.

4.3.5 Dctermination of ash. The determina-
tion shall be conducted as follows: Transfer
a weighed specimen of approximately ten
gm. to & tared porcelain or silice crucible
and add sufficient alcoho) to cover ihe speci-
men. Place the dish and contents on a hot
plate at low heat under & hood and ignile
the alcohol. Allow the slcohol and sample to
burn until the specimen is completely car-
bonized and the flame is extinguished. Ignite
the crucible over the flame of & Bunsen

Percent acidity (as hvdrochloric acid)

where:

fol. of sodium or potassium hy-
droxide solution used in the
titration.

-
]

it

normality of sodium or potassium
hydroxide solution.

N

W = gm,. of the specimen.
5. PREPARATION FOR DELIVERY
5.1 Preservation and packaging. Preaerva-
tion and packaging for levels A, B, and C.
Not applicable.

6

—

burner, or sn a mufie furnace, until all the
carbonaccous matter has been removed; cnol
in a desiccator and weigh. Calculnte the gain
in weight as percent ash. In cuse of an ab-
normally high result, run a blank on the
alcohol used.

1.3.6 Defemmination of acidity, The deter-
minatior shall be conducted as follows:
Transfer & weighed specimen of approxi-
mately 10 gm. to a 125 ml. Erlenmeyer flask.
Add 50 ml. of boiling distilled water to melt
the specimen. Use distilled water having
pH of 6.0 = 0.6 at 25° C. Close the flask
with 8 rubber stopper and shake the fiask
and contents vigorously until the 2-nitro-
diphenylamine solidifies. Filter the mixture
as rapidly as possible by means of a dry
filter paper conforming to type 11, class 5 of
Specification UU-P-236 and immediately
Getermine the pH of the Filtrate at 25° C,
by means of pH meter using a glaas calome!
elecirode pair. Wash the residue in the flask
twice with 25 ml. portions of distilled water
and filter by mesans of the same filier paper
previously used. Combine the washwater
with the original filtrate, 8dd b6 drops of
pnenolphihalein and titrate to a pink end
paint with 0.01 N sodium or potassium
hydroxide solution. Caleulate the acidity as
follows:

8.65 VN
w

5.2 Packing.

5.2.1 Level A. Not more than 100 pounds
of 2-nitrodiphenylamine shall be packed in
a najled wooder: bax conforming to the re-
quirements of Specification PPP-B-621.
Eusch box shall be lined with a single wall
bag liner complying with type 1, class C,
Specification UU-S-48. Adhesive and con.
struction of seams and closures shall be as
required for ocean shipment. Boxes shall be
strapped in accordance with the strapping
requirements of the appendix of Specifica.
tion PPP~-B-621.

Source: hitp://www.assistdocs.com -- Downioaded: 2013-11-11712:492
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5.2.2 Level B. The 2 nitrodiphenylamine
ehall be packed in & solid fiberboard carton
conforming to the requirements of V3s,
stvle FTC, Specification PPP-B-636 and
shall contain not more than 70 pounds. Each
carton shall be lined with a single wall bag
liner complying with tvpe I, class B, Speci-
fication UU-S—48; adhesive and construction
of seams and closures shall be as required
for occan shipment, Cartons shall be strap-
ped in accordance with the strapping re.
quirements of the appendix of Specification
PPP-B-636 (see 6.2). ‘

5.2.3 Level C. The 2-nitrodiphenylamine
shall be packed for shipment in conform-
ance with consolidated freight classification
rules and container specifications for rail
shipment, or with National Motor Freight
classification rules and contsiner specifica-
tione for truck shipments.

5.3 Marking. Marking shall be in accord.
ance with Standard MIL-STD-129.

6. NOTES

6.1 Intended use. Flake form and powder
form 2-nitrodiphenylamine under this spec-

Cuntodians:
Army—L{irdnance Corps
Navy-—Bureau of Naval Weaporw

MIL-N-3399B

ification are intended for use iu the manu-
{acture of propellants,

6.2 Ordering data. Procurement documents
should specify the following:

(s) Title, number and date of this spec-
ification.

(b) Form require (see 1.2).
(¢) Levels of protection (see 5.2).

(Level B Packaging is intended
to provide economica) but limited
protection, and should be specified
only when it is determined the 2-
Nitrodiphenylamine will be held in
covered storage approximately 6
months from date of initial pack-

aging.)

Notice. When Government drawings, specifications,
or other data are used for any purpase other than in
connechon with & definitely reisted Government pro-
curement operstion. the United Statcs Government
thereby incurs no responsibility nor sny obligutior,
whatscever: and the fact that the Government may
have Jormulsted, furnished, or in any way supplied
said drawings, specifications, or other data ie not
10 be regarded by implication or otherwise as it any
manner licensing the holder or any other person
or corporatior, or conveving any rights or per-
mission to manufacture, use, or sell any patented
\nvention that may in any way be related thereto.

Preparing activity:
Army—~Ordnance Corps
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CORK STOPPERS

LARGE MOQUTH

BOTTLE 1000 ML

CAPACITY

!
l
STANDARD THERMOMETER
~ /7 ]
NI
] GLASS STIRRING ROD ,
e
3 / WITH LOOP END
3
3
3
NS
~
GLASS TEST TUBE -
I“DiA X 6" LONG
( i
s 3 ¥
GLASS TEST TUBE
Vs p" .
S ] // i-5 Dia X 7"LONG
%
£ —/
\ J _
N
4
7
u N
!
\ J
\_ 7 //’//

FiGuse 1. th’ﬂi,ﬁcuhnu puint apparatus,
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E{:{m Q:i'/PHONE No. 07184-275742-49 Fax : 07184-275242 email:ofba@ord.gov.in

Quality Assurance Plan

ITEM: 2-NITRO DIPHENYL AMINE

SPECIFICATION/DRAWING: AS PER ATTACHED SPECIFICATION MIL-N-3399B DATE: 14.05.1962 OR
IND/ME/877:2015, DC-5401-ME DATE: 01.02.2016.

1. Supplier/ Manufacturer has to submit latest Pre-inspection report/test results from
NABL accredited laboratory/ Govt. laboratory for all test requirement as mentioned in
above said specification/Supply Order.

2. Firm hasto supply the bulk material strictly as per specification/drawing & supply order.

3. Bulk quantity, of the store will be inspected for the following parameter-

Visual inspection- (Quantity 100%) item should be free from any visual defects/damage.
Dimensional Inspection-as per specification/drawing mentioned above & in the Supply Order.

4. All parameters should be as per above mentioned specification/drawing.

5. All other criteria should be as per the specification/drawing mentioned above.

6. Bulk will be accepted on the basis of inspection & test report of NABL accredited
laboratory/Govt. laboratory/OFBa laboratory as per specification/Drawing mention above
and all other criteria mentioned in supply order/”any attached sheet” with the supply order
should be followed strictly.
item should be appropriately packed to ensure that there is no transit damage.

8. If any latest version of the specification/Drawing mention above is found available and included
in the supply order then the latest version will be followed.

9. Clearance of advance sample: Firm has to supply advance sample -
a. When an item is being developed for the first time.
b. When an item is being developed through new source.

c. When an item is being supplied by the firm after laps of three years after completion of last
Order.

N

DL

(D.M. SHENDE)
Divisional Officer
QC(Process)

For General Manager

gShga yarfafaes r{ﬁaw AEgTEy, giad ad At gad e R
mﬂm qv‘r FERTSE - 411006
Regd. Office: Munitions lndla Ltd Headqua rters,, 2" ‘F!oor, NyatiUnitree, Near Gunjan Theatre, Nagar Road,
Yervada Pune, Maharashtra — 411006638019 g JPHONE No. 020-67080400, 020-67080401.
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